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active ingredients. By the present invention, there is 
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Description 

Field of the invention 

(0001] The present invention relates to product of reaction between an amine and an active component, in particular 
an active aldehyde or ketone, more preferably an aldehyde or ketone perfume. More particularly, it relates to such prod- 
uct of reaction for use in softening compositions. 

Background of the invention 

[0002] Perfumed products are well-known in the art. However, consumer acceptance of such perfumed products like 
softening products is determined not only by the performance achieved with these products but also by the aesthetics 
associated therewith. The perfume components are therefore an important aspect of the successful formulation of such 
commercial products. 

[0003] It is also desired by consumers for treated fabrics to maintain the pleasing fragrance over time. Indeed, per- 
fume additives make such compositions more aesthetically pleasing to the consumer, and in some cases the perfume 
imparts a pteasart fragrance to fabrics treated therewith. However, the amount of perfume carried-over from an aque- 
ous laundry bath onto fabrics is often marginal and does not last long on the fabric. Furthermore, fragrance materials 
are often very costly and their inefficient use in laundry and cleaning compositions and ineffective delivery to fabrics 
results in a very high cost to both consumers and laundry and cleaning manufacturers. Industry, therefore, continues to 
seek with urgency for more efficient and effective fragrance delivery in laundry and cleaning products, especially for 
improvement in the provision of long-lasting fragrance to the fabrics. 

[0004] One solution is to use carrier mechanisms for perfume delivery, such as by encapsulation. This is taught in the 
prior art and described in U S 5.188.753. 

[0005] Still another solution is to formulate compounds which provide a delayed release of the perfume over a longer 
period of time than by the use of the perfume itself. Disclosure of such compounds may be found in WO 95/04809. WO 
95*08976 and copending application EP 95303762.9 

[0006] However, notwithstanding the advances in the art there is still a need tor a compound which provides a 
delayed release of the active component, in particular a perfume ingredient. 

[0007] That need is even more acute tor perfume ingredients which are characteristic of the fresh notes, namely the 
aldehydes and ketones perfume ingredients. 

[0008] Indeed, whilst these provide a fresh fragrance, these perfumes are also very volatile and have a low substan- 
trvrty on the surface to be treated tike fabrics. 

[0009] Accordingly, it is a further object of the invention to provide a softening composition comprising a perfume com- 
ponent which provides a fresh fragrance and is substantive to the treated surface. 

[0010] The Appbcant has now found that specie reaction products of amine compounds with an active aldehyde or 
ketone, such as imnes compounds, also provide a delayed release of the active such as a perfume. Irrrine corrpounds 
are known in the art under the name of Schrft bases which is the condensation of an aldehyde perfume ingredient with 
an anthrarulate A typcal description can be found m US 4853369. By means of this compound, the aldehyde perfume 
is made substantive to the fabrics However, a problem encountered with these Schrft bases is that the methytanthrani- 
late conpounc also exhibits a strong scent which as a resuft produces a mixture of fragrances, thereby reducing or 
even mhfcrtng the aldehyde fragrance per c eption 

[001 1 ] To acfueve such perfume compo6rtion with comparable aldehyde or ketones fresh notes whilst still having sat- 
isfactory fabric substantvrty. perfumers have formulated around the composition. For example, by having a carrier or 
encapsulating material for such notes such as with eyefodextrin. zeolites or starch. 

[0012] Stf I anotner solution is the use of a giucosamne as descrbed in JP 09040687. However, ttts corrpound has 
been found to give a very low stability in the wash process As a result insufficient perfume residuality on the treated 
fabric has been found with these glucosamine compounds Its use in softening composition is not (isdosed. 
[0013] A further solution is described in Chemical release control. Kamogawa et Al.. J. Poly. Sci. . Porym. Chem. Ed. 
Vdf 20. 3121 (1982) which describe the use of amino styene compounds condensed with aldehydes perfumes, 
whereby the release ct the perfume is tngg<nd by means of copofymerisation or acidification of the corrpound. Its 
application is however not mentioned 

[001 4] The Applicant has no* touxJ that a reaction product between a specific primary amine and an active compo- 
nent also fiifiO such a need 

[0015] Another advantage of the compounds of the invention is their ease of manufacture rendering their use most 
desirable. 
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Summary of the Invention 

[001 6] The present invention relates to product of reaction between a primary amine compound and an active com- 
ponent selected from ketone, aldehyde, and mixtures thereof, characterised in that said amine compound has an Odor 
Intensity Index of less than that of a 1% solution of methylanthranilate in cfipropylene glycol. Dry Surface Odor Index of 
more than 5; and with the proviso that said amine compound is not an aminostyrene. 

[001 7J In another aspect of the invention, there is provided a softening composition comprising a primary amine com- 
pound and an active component selected from ketone, aldehyde, and mixtures thereof, characterised in that said amine 
compound has an Odor Intensity Index of less than that of a 1% solution of methytanthranilate in dipropytene glycol. 
[0018] In a further aspect of the invention, there is provided a method of delivering residual fragrance to a surface 
which comprises the steps of contacting said surface with a compound or composition of the invention and thereafter 
contacting the treated fabric with a material so that the active is released from the reaction product between the amine 
and the active. 

Detailed description of the Invention 

[001 9] The essential component of the invention is the product of reaction between a primary amine compound and 
an active component selected from ketone, aldehyde, and mixtures thereof, characterised in that said amine compound 
has an Odor Intensity Index of less than that of a 1% solution of methytanthranitate in dipropytene glycol. Dry Surface 
Odor Index of more than 5; and with the proviso that said amine compound ts not an aminostyrene. 
[0020] When incorporated in softening compositions, the amine reaction product is a product of reaction between a 
primary amine compound and an active component selected from ketone, aldehyde, and mixtures thereof, character- 
ised m that sad amine compound has an Odor Intensity Index of less than that of a 1% solution of methylanthranilate 
in dipropylene glycol. 

[0021] Preferably, this compound has a Dry Surface Odor Index of more than 5. 

I-Product of reaction between a compound containing a primary amine functional group and a perfume com- 
ponent 

[0022] An essential component of the invention is a product of reaction between a compound containing a primary 
amine functional grotp and a perfume component so called hereinafter "amine reaction product". 

A-Primary amr»e 

[0023] By "primary amine', it is meant a component which carries at least one primary amine and/or amide function. 
[0024] The primary amine compound is also characterized by an Odor Intensity Index of less than that of a 1 % solu- 
tion of methytanthranilate in dpropytene glycol. 

Odor Intensity Index method 

[0025] By Odor intensity Index, rt meant that the pure chemicals were diluted at 1% in Dipropylene Glycol, odor-free 
sofvent used in perfumery. This percentage is more representative of usage levels. Smelling strips, or so called 'blot- 
ters", were dipped and presented to the expert paneffist tor evaluation. Expert panelists are assessors trained for at 
least six months in odor grading and whose grading* are checked for accuracy and reproducibility versus a reference 
on an on -going basis For each amine compound, the panetbst was presented two blotters: one reference (Me Anthra- 
niiate. unknown from the panellist) and the sample. The panellist was asked to rank both smelling strips on the 0-5 odor 
intensity scale. 0 being no odor detected. 5 being very strong odor present. 

Results: 

[0026] The toflo*tng reoreserits the Odor Intensity index of an amine compound suitable tor use u the present inven- 
tion and according to the aba* procedure. In each case, numbers are .irithmetic averages among 5 expert panellists 
and the results are statistical? significantly different at 95% confidence level: 

Methytanthranlate 1% (reference) 3.4 
EthyM-aminobenzoate (EAB) 1% 0 9 

[0027] A general structure tor the primary amine compound of the invention is as follows: 
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B-<NH2) n ; 

wherein B is a carrier material, and n is an index of value of at least 1 . 
[0028] Preferred B carriers are inorganic or organic carriers. 

By -inorganic carrier . it is meant a carrier when is non-or substantially non carbon based backbones. 
[0030] Among the inorganic carriers, preferred inorganic carriers are mono or polymers or orc^c-oroanosiicon 
copolymers of amino derivafeed organo alane. siloxane. silazane. alumane. aluminum siloxane. or aluminum silicate 
compounds. Typical examples of such carriers are: organosiloxanes with at least one primary amine moiety like the 
dammoalkyteiloxane [H2NCH2(CH3) 2SQO. or the organoaminosilane (C6H5) 3SNH2 described in- Chen^stryand 
Technology of Silicone. W. Noll. Academic Press Inc. 1 998. London, pp 209. 106). ' 

J*^ °[ ^"T a CX9an,C " or9anosJicon copolymers containing one or more organosilylhydrasrie moiety are 

»*» a class of earner material is the N.N-bis(trimelh y isilyl)hydra 2 ine <Me3Si) 
?9 3^£r 9anOS, " COn ChemiS,ry SM • nternational Syn^m. Pure^ Ap^ChemisVy vS! 
[0032] The following are also preferred mono or poly silazanes and which are exemplified by the 1 1 1 3 3 3 -hexam- 
^yl-2^Wiam,rx»lykfcilasane [(CH3) 3Si] 2NSi(C6H5)NH2) 2 described in: OrganoSilicon Corrpounds ' 1965 V 
fTH 7^ \ ^ZllT2J W 0thW Pfetefred <* » lK ™* delves are the cyclic 

decane and the Hexaethoxydemno cydotetraatoxane (C6H5) (NH2) 2S404. id. Vol 2 part 2 p 474 p454) 

S \ J*!??"* a T° fUnCt ' 0nall2ed >nC,9anc fx**™™ carriers for use herein are polyaminoalkyl potysiloxanes 
Typ,cal disctosure can be found in JP 79.131.096. and EP 058 493. Still other inorganic polymeric ca^« suitable 
usej>er«n are the amino functionated pc^akytsitoxanes. as descrbed in EP ISO 867 and having the general for- 



■Si- 

I 



2 



NH 2 



•Si- 

I 



jEo . cI£nr S^r£ tT*' 8,1 ^ ^ 0 to 16 ^entalry from 1 to 6. R' ■ nil, O . C«0 . COO 
[0034] By organ* earners, it meant carriers having essentially carbon bond backbones. Typical amines havmo 
glucarmnes. dendnmers and amno-substitued mono-. <*-. obgo-. poly-saccharides 

i^i, J? T!! IT an * ne compound can be mterrup.ed or substituted by Inkers or cellutose substantrve croup. A 
general tormula tor th* amne compound may be roprerserted as tallows 

NH2 n .l tn *L B ,-R' in 

. wherein each m is an ride, of vafue 0 or af lea* 1. and n is an index value o* at leasl 1 as opined fwein t>*re 
nrrrm * ™ ^ I"*" " k ™ * a as def ned by dassas CJn^^Z^ 

hrtarTh' ^»»* ^k*** * *ther directly linked to the earner group or via a linker group L. The carrief can ateobesubsl^ 

also contain branchy croups Ske e g. tertary armne and amxte groups u w course. H can 

group to react wrm tt* perfurr* aWer^ ar^ 
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is not limited to having only one amine function. Indeed, more preferably, the amine compound comprises more than 
one amine function, thereby enabling the amine compound to react with several aldehydes and /or ketones. Accord- 
ingly, reaction products carrying mixed aldehydes) and/or ketone(s) can be achieved, thereby resulting in a mixed 
release of such fragrances. 
5 [0037] Typical linker group include: 



10 



-N- 
H 



-N- 
R* 



-c- 
o 



~(CH 2 ) X - 
x > 0 



15 



SO 



I O V " 

}~ . -C-O- • p=N- . -S- 

3* / ll 



-c- 

R 

L can also be a combination 
e.g. -(CH 2 VC- . -t~C*/) 




S- 
II 
O 



-C-N. 




substitution in 
o. m. p - position 



-(Ch 2 ) x -nh; x /) 

H 




25 



30 



35 



L can also contain — if this group is not directly linked to N e g 

H^N-CHj-CHrO— 

Most of the compounds described tn the classes of amine compounds hereinafter will contain at least one substituerrt 
group classified as R*. 

[0038] R' contains 1 to 22 carbon atoms in the main chain and optionally can be an aJkyi, alkenyl. or alkytbenzene 
chain rt can also contain alicyciic. aromatic, heteroaromatic or heterocyclic systems, either insaled into the main chain 
or by substitution of an H atom of the main chain. Further. R # can either be linked to the carrier B material or via a linker 
L. as defined herein before In this instance. L can also be *0*. 
The main chain can contain from 1 to up to 15 R* groups. 
[0039] Typcal R" insertion groups include: 



40 



45 



SO 



55 
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75 



-o- 



-g-O- . -C— -O-C-O- . -CH 
O O o R* 



10 



H 

c- 
bH 



I 

•c- 

NH 2 



-C-N- 
6 R* or H 



— N— 
R* orH 



so 



n )c=n — . ^c=c: 

R* or H «*orH 



R*or H 



-CH 2 -CH 2 -0- . -c 3 H 6 Q- . 



25 



30 



35 



40 



<5 



R* or H 

N- 



R* orH 

N-x- 
R* orH 



-so- 

O 



-o-s-o 
o 



-S-NH- 

•t 

o 



x = anion 




2.3,4- position 



-O-C 
6 




-C 




o ^— J o 



* the arrow indicates upto 3 substitutions in position 2.3,4 



so 



55 



R* can ateo contain several insertion groups krfeed together: 



eg eg 
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-CH 2 -CH 2 -0-CH2-CH2-0-C — 

6 



[0040] Furthermore. R* can carry a functional end group E that provides additional surface substantJvity. Typical 
organic groups of this end group E include 



O 

,R" II 

-OH. -OR*, -NH 2 , -N s , -C-N-R»orH 

R * wH R' orH 

CH 3 -SO,H. -OSOjH. 

-N— O CH CHrCHrOH CH 

CH | 3 | | J 

1 -COOH. -COOR'.-N CHj • — N-CH, , — *N-CH 2 ^H 2 OH 

CH, * ■ * CHj-CHjOH X* C H, 

x*« anion like CI\Br\S0 4 2 \etc.... 

O 

-C-OCTj-CH r hT(CHj)i 
X' 



[0041 ] E can also be an aromatic, alicydic. heteroaromatic. or heterocyclic group including mono-, dh digo-. polysac- 
charides 



[0042J In addition, the R* group can also be modified via substitution of one or more H atoms in the main chain The 
substitution group can either be E or the insertion yotps as defined above where the insertion group is terminated by 
any of H, E, or R\ 

[0043] R' can also be a group made of ethoxy be epoxy groups withn ranging from 1 to 15. including groups like: 
HCHpCHjOJn-H HO-Cr^CHjJn-OH 

[0044] As (Mined herein before, preferred arrine having organic carrier material B may be selected from aminoaryl 
derivatives, pofyamines. aminoadds and derivatives, substituted arm: as and amides, glucamines. amino-substrtutsd 
mono-. d»- oJ*go-. poty-saocharides. dendrimers and/or mixturec thereof. 

l'AfP»no ary| dOTYatiYeS ■ 

[0045] In this ciass of compounds, the amino group is preferably attached to a benzene ring. The benzene ring is fur- 
ther substituted in the para- anoVor meta -position with R # as defined herein before. R* can be attached to the benzene 
ring via a linker L The benzene ring can be substituted by other aromatic ring systems induding naphtalene. indole, 
benzimidazole. pyrimidine. purine, and mixtures thereof. 
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Preferably, the R' is attached to the benzene ring in its para position. 
[0046J Typical amino-benzene derivatives have the following formula: 



H 2 N-L 




70 



[0047] Preferred aminc-benzene derivatives have the following formula: 



15 




o 



20 



25 



benzamide. and mixtures ^J^^**™**"*™* PhenyM-ammobenzoate. ^amjrw-N^-an^nopmpyO- 



2-Polvami nfts 



30 



35 



40 



43 



[0049] The pdyamnes of the invention need to have at least one nrote^hj. „ «. 

mary arnne group, to react with the perfume aJA^nTk^^^!^- one free and unmodified pri- 

ally via a linker group L AMhx,^^^,^^ **** P 01 *"™*. H can be substituted by R\ optran- 

polyamines Typically, the POlyZ^to^fLtn^vT HZZ^ ^J"* « e dispersible. 
between 400 and 10* moTpreferabt *££r?5o ^i%T^T 9W 150 and 2M0 ■ 

erther Lnear or cydic The J^^^^J^L^ com P rise tecW ^ that canbe 

degree. Preferable PO>^^S^t^^^^^^ ehBinB a greater or lesser 

a»y eac* "^en^th^S^^ 

dued. or combinations thereof. described n terms of a unrt that s substituted, quatenvzed. oxi- 

^-e^^^ 86 * to me chern^a. structure of the 

bone n»ogen (quatemizedTa c2^t^bc^ ^^^^^ { ^ S ^ ) - 8 *<*- 

■substrtutKX,- are used imerct«r»e^wn^r!^T^ (°« taed ) ™* »erms "modification- and 

bone ntrogen w«h an R unTcSe^ cTZ^Z^ 8 hy *°° en atom a ^ched to a bac*- 

bu. substtuton * prefer** aaSZ^y wida^ Z ^J" without substitution. 



50 



R' , 



[0053] ^cvc.cprtyam.nebac^th*^ 



55 
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I 

R' , R 

[R2N-R]n-k+l— [N-RJm-fN-RJn-fN-RJk-NR^ 



[0054] The above backbones prior to optional but preferred subsequent modification, comprise primary, secondary 
and tertiary amine nitrogens connected by R "linking* units 

[0055] Fa the purpose of the present invention, primary amine nitrogens comprising the backbone or branching chain 
once modified are defined as V or Z "terminal* units. For example, when a primary amine moiety, located at the end of 
the main polyamine backbone or branching chain having the structure 
H2NHRJ- 

is modified according to the present invention, it is thereafter defined as a V "terminal 1 ' unit or simply a V unit. However, 
for the purposes of the present invention, some or all of the primary amine moieties can remain in mod if led subject to 
the restrictions further described herein below. These unmodified primary amine moieties by virtue of their position in 
the backbone chain remain terminal" units. Likewise, when a primary amine moiety, located at the end of the main 
polyamine backbone having the structure 
-NH2 

is modified according to the present invention, ft is thereafter defined as a 2 terminal" unit or simply a 2 unit. This unit 
can remain unmodified subject to the restrictions further described herein below. 

[0056] In a similar manner, secondary amine nitrogens comprising the backbone or branching chain once modified 
are defined as W "backbone" units. For example, when a secondary amine moiety, the major constituent of the back- 
bones and branching chains of the present invention, having the structure 

H 

— [N-R] 



is modified according to the present invention, it is thereafter defined as a W "backbone" unit or singly a W unit. How- 
ever, lor the purposes of the present invention, some or afl of the secondary amine moieties can remain unmocfified. 
These unmodfied secondary arrine moieties by virtue of the* position in the backbone chain remain "backbone" units. 
[0057] In a further similar manner, tertiary amine nitrogens comprising the backbone or branching chain once modi- 
fied are further referred to as Y "branching" units. For example, when a tertiary amine moiety, which is a chain branch 
point of either the polyamine backbone or other branching chains or rings, having the structure 



— [N-R]— 

is modified according to the present invention, it is thereafter defined as a Y "branching" unit, or simply a Y unit. How- 
ever, kx the purposes of the present invention, some Of all or the tertiary amine moieties can remain unmodified. These 
unmodified tertiary amine moieties by virtue of their position in the backbone chain remain "branching" units. The R 
units associated with the V, W and Y unit nitrogens which serve to connect the polyamine nitrogens, are described 
herein below. 

[0058] The final modified structure of the potyammes of the present invention can be therefore represented by the 
general formula 

V{rHl)WmYn2 

* • • ' ■• 

fa linear polyamine and by the general formula 

V(n-k+1)WmYnrk2 



for cyclic polyamtne For the case of poryarrines comprising rings, a V unit of the formula 
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10 



R 

[N-R] — 

serves as a branch point tor a backbone or branch ring. For every Y unit there is a Y unit having the formula 

I 

— [N-R]— 



that win form the connection point of the ring to the main polymer chain or branch. In the unque case where the back- 
's bone rs a complete ring, the poJyamine backbone has the formula 



R' | 

» [RiN-RJn-fN-RJm-fN-RJn— 

therefore comprising no Z terminal unit and having the formula 
25 Vn-kWmYnVk 

£rrSse k r!o SgT^ ^ ^ ^ PreteraWy 9,6 t***™* °**>ones of the present invention 



30 



35 



4C 



SO 



EUSL ^TH^la^S? P0<yamines - of the index n to the index m relates to the relative degree of 

branch^. A fully navbranched l-near modified polyamine according to the present invention has the tormJa 

VWmZ 

^'^If to *i ^ ^t 3 ^^ 6 of n <me tower m« ratoo or m to n). the oreater thedeoree o* branch.no in 
yP*ca!y frie vakie for m ranges from a minimum value of 2 to 700. preferably 4 toloo hc3Tlar«J 
vabjes of m. espeoaly when the value of the .ndex n is very tow or nearly 0. are also preferred 

. ^ P 0 *^ 106 nrtr °9 en ***** P™y secondary or tertiary, once modif«J according to the present .nven- 
borv rs ^rtner Oef ned as b«ng a member o! one of three general classes; s,mp,e substrtuted. W*™*7ZZ* 
Those po^rnne nrtrogen umts not modhed are classed .rrto V. W. Y V or Z unts depend.ng ^whether they are pri- 
mary. secondary or ternary nrtrogens. That is unmodrf «5 pnmary arrnne rttrogens a^cTzunte unmcW^- 
7JZZ££T areWUnte<XrUnrtSand ™ XX3 "* ten »" a-^ogens are Y units for 
[0061] Modrl,ed primary amine moieties are coined as V ^minaT urte having or* erf ^ 



*s a) simple substituted units having the structure: 



R'-N-R— 

I 

R' 



b) Quaterrwed uvts having the structLre 



55 
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R" x- 

R«-N-R- 
I 

R 



wherein X is a suitable counter ion providing charge balance; and 
c) oxidized units having the structure: 

O 
t 

R'-N-R — 

I 

R' 



[0062] Modified secondary amine moieties are defined as W "backbone" units having one of three forms: 
a) simple substituted units having the structure 

-N-R- 
R* 



b) quaternized units having the structure: 

R' Y* 
!♦ 

— N— R — 

I 

r\ i 



wherein X is a suitable counter ion providing charge balance; and 
c) oudued units having the structure: 

O 
t 

— N-R— 

I 

R' 



[0063] Other modf ied secondary amne moietes are defined as V units having one of three forms, 
a) simple substituted units having the structure 
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— N-R— 
R 



b) quaternized units having the structure: 



10 



is 



R' y- 

— N— R — 



wherein X is a suitable counter ion providng charge balance; and 
c) oxidized units having the structure: 



so 



O 
t 

— N-R- 



2S 



[0064] Modified tertiary amine moieties are defined as Y Txanching" units having one of three forms 

30 

a) unmodrlied units having the structure: 

—N-R— 
1 • 



b) quaternued units having the structure: 



40 



R' v- 
N-R- 



45 



50 



wherein X is a surtatte counter ion providng charge balance, and 
c) oxidized units having the structure: 

o 

♦ 

— N-R— 
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[0065] Certain modified primary amine moieties are defined as Z terminal" units having one of three forms: 



10 



25 



30 



50 



a) simple substituted units having the structure: 



-N-R' 
i 

R' 



b) quaternized units having the structure: 



RVx- 

* —N-R' 

I 

R' 



20 wherein X is a suitable counter ion provtfng charge balance; and 
c) oxidized units having the structure: 



O 
♦ 

— N-R ( 
I 

K 



[0066] When any position on a nrtrogen is unsubsftuted of unmodified, rt is understood that hydrogen wift substitute 
tor R\ For example . a primary amme unit comprising one R' utrt in the form of a hydroxyethyl moiety is a V terminal unit 
having the formula (HOCH2CH2)HN- 

35 [0067] For the purposes of the present invention there are two types of chain terminating units, the V and 2 units. The 
2 terminal* unit derives from a terminal primary amino moiety of the structure -NH2. Non-cyclic poryamine backbones 
according to the present invention comprise onry one 2 unit whereas cydic polyamines can comprise no 2 units. The 2 
"termmal" unrt can be substituted with any of the R* units descrtoed further herein below, except when the 2 unit is mod- 
ified to form an N-oaode m the case where the 2 unrt nrtrogen is oobdiied to an N-oxide. the nitrogen must be modified 

40 and therefore R' carrot be a hydrogen. 

[0066] The pofyamines of the present invention comprise backbone R 'linking* units that serve to connect the nrtrogen 
atoms ol the backbone R units comprise units that tor the purposes of the present invention are referred to as "hydro- 
carbyl FT units and *oxy R* units. The "hydrocarbyT R units are C2-C12 alkylene. C4-C12 alkenylene. C3-C12 hydroxy 
alkyiene wt>er em the hydroxy! moiety may take any position on the R unit chain except the carbon atoms directly 

45 connected to the poryamine backbone nitrogens; C4-C12 dihydraxyalkylene wherein the hydroxyi moieties may occipy 
any two of the carbon atoms of the R unit chain except those carbon atoms directly connected to the pdyamine back- 
bone mtrogens; C8-C12 dialkytarylene which for the purpose of the present invention are arylene moieties having two 
alkyl substrtuent groups as part of the bnkmg chain. For example, a dialkylarylene unit has the formula 




or 




55 



although the unit need not be M-substrtuted. but can also be \2 or 1.3 substituted C2-C12 alkylene. preferably ethyl- 
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ene. 1.2-propyiene. and mixtures thereof, more preferably ethylene. The "oxy" R units cornDrise - (R101xR5/ORiw- . 
C«CH(OR2,CH20)z(RlO,yRl(C)CH2CH(OR 2 K:H2)w, - CH2CH(OR2^H2, ^wTSS^SL 
Preferred R units are selected from the group consisting of C2-C12 alkytene. C3-C12 hydroxyalkylene C4-C12 dihv- 
JSSST - ' ^ 2 SS!r^ "< Ri O)xR1-.-CH2CH(OR2)CH2-. -<CH2CH(OH)CH20) 2 (RlO)yRl(OCH2CH. 
(OH)CH2)w-. - (R10)xR5(OR1)x-. more preferred R units are C2-C12 alkylene. C3-C12 hydroxy-al!«lene cSl2 
d.hydroxyalkylene. -<R10)xRl-. -<R10)xR5<OR.)x-. - (CH2CH(0H)CH2O) 2 (R10)yR1(OCH2CH-(0H)CH2)w- and 
mnrtures thereof, even more preferred R units are C2-C12 alkytene. C3 hydroxyalkylene. and mixtures thereof 'most 
preferred are C2-C6 alkylene. The most preferred backbones of the present invention comprise at least 50% R units 
that are ethylene. 

Rl units are C2-C6 alkylene, and mixtures thereof, preferably ethylene. 
R2 is hydrogen, and -<R10)xB, preferably hydrogen. 

^ ^VS? ?^'^ 7 ; C12 aryte,ky,ene * 07 -°' 2 a,kyi ******** aryi, C^C12 aryl. and mixtures thereof, prefer- 

1 1 » 2 C IS 2 a * BU ^ C1-C12 alKyl. most preferably methyl. R3 units s£Tas 

part of R units described herein below. 

nXVH] 2 ,^ 6 "*' C4 " C12 alk6ny1ene ' C8 -° 12 vWWene, C6-C10 arylene. preferably C1-C10 alkylene 

C8-C 12 arylalkylene. more preferably C2-C8 alkylene. most preferably ethylene or butyl ene 

R5 is C1-C12 alkylene. C3-C12 hydroxyalkylene. C4-C12 dihydroxyaJkylene. C8-C12 dialkylarylene -ao>- - 

C(0,(R4KC(0), -CH2CH(OH)CH2, R5 is preferably ethytene. -C(0)-. -qO)NHR6NHC(0). R1(0R1)' - 
CH2CH(OH)CH2, -CH2CH(OH)CH20(R 1 0)yRlOCH2CH^OH)CH2.. more preferably <JH2CH(bH)Cr« ' 
R6 is C2-C12 alkylene or C6-C12 arylene. 1 ' 

[0069] The preferred 'oxy R units are further defined in terms of the R1 . R2. and R5 units. Preferred W R units 
comprise the preferred R1 . R2. and R5 units The preferred polyamines of the present invention comprise at least 50% 

lUc^^CHOHC^OCH^ - "V -fCHbw^WOeHMH^ . 

ii) Substituting preferred R1 and R2 into ^CH2CH(OR2)CH20)H RlO)yRlO(CH2CH(OR2)CH2Kv- yields . 
(CH2CH(OH)CH20)M CH2CH20)yCH2CH2O(CH2CH(0H)CH2)^ ^ ^ "** 

in) Substituting preferred R2 into -CH2CH(OR2)CH2- yields -CH2CH(OH)CH2-. 

£070] R units are selected from the group consisting of hydrogen. C1 -C22 aJkyl. C3-C22 aikenyl C7-C22 arvlalkvl 
C2-C22 hydroxya<kyl. -<CH2>pC02M, - <CH2)qS03M. ^CHtCOZ^COZ^CHZypPOi^^O)^ 

^S^S^SSJSST^ SSL 0 ;- 022 ■ < fi!o ^oi4 R 'SSSP: 

X^^!^- " CH(CH2C02M,C02M - more Preferably C1-C22 alkylene, -<R10)xB. -00)R3 -(CH2)oC02M - 

^R 5 ^^,^ 6 " * ratr0 ° en ' VdrO0en ^ W, ° ,6ma,n as » e representing R-. A most pre- 

R ^ ^TJ^y atom when the V. W or Z units are oxxteed. thai is the rrtrogens are N-oxides For 

example the backbone chan or branchy chams do not corrpr.se unrts of the tallowing structure: 



? ? ? 

— N— R or H— N-R or — N~ H 

A h A 



[0071] Aodrtoaall* R unrts do not comprise carbon* mcet.es d.rect)y bonded to a ortrogen atom when the V W or 

^TJIZ \ 5 n * ooens N - Qxldes Acccxd.no to the present invention, the R' unrt -QOJR3 moie* 
is not bonded to an Noxde modify rmrogen. that is. there are no N-coude amides hav.no th* * 
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or combinations thereof. 

B is hydrogen. C1-C6 alkyi, -(CH2)qS03M, -{CH2)pC02M. -(CH2)q-(CHS03M)CH2S03M ( - 
(CH2)q(CHS02M)CH2S03M, -(CH2)pP03M, -P03M, preferably hydrogen. -<CH2)qS03M, 
(CH2)q(CHS03M)CH2S03M, -(CH2)q(CHS02M)CH2S03M. more preferably hydrogen or -<CH2)qS03M. 
M is hydrogen or a water soluble cation in sufficient amount to satisfy charge balance. For example, a sodium cation 
equally satisfies -(CH2)pC02M. and -<CH2)qS03M. thereby resulting in -(CH2)pC02Na. and -(CH2)qS03Na moieties. 
More than one monovalent cation, (sodium, potassium, etc.) can be combined to satisfy the required chemical charge 
balance However, more than one anionic group may be charge balanced by a divalent cation, or more than one mono- 
valent cation may be necessary to satisfy the charge requirements of a poly-anionic racfcaJ. For example, a - 
(CH2)pP03M moiety substituted with sodium atoms has the formula -<CH2)pP03Na3. Divalent cations such as cal- 
cium (Ca2+) or magnesium (Mg2+) may be substituted for or combined with other suitable mono-valent water soluble 
cations. Preferred cations are sodium and potassium, more preferred ts sodium. 

[0072] X is a water soluble anion such as chlorine (CI-). bromine (Br-) and iodine (I-) or X can be any negatively 
charged radical such as suKate (S042-) and methosutfate (CH3S03-). 

[0073] The formula indices have the following values: p has the value from 1 to 6. q has the value from 0 to 6; r has 
the value 0 or 1 ; w has the value 0 or 1 . x has the value from 1 to 1 00; y has the value from 0 to 1 00; z has the value 0 
or 1 ; m has the value from 2 to 700. preferably from 4 to 400. n has the value from 0 to 350. preferably from 0 to 200; 
m * n has the value of at least 5. 

Preferably x has a value fytng in the range of from 1 to 20. preferably from 1 to 10. 

[0074] The preferred poryamtnes of the present invention comprise poryarnwie backbones wherein less than 50% of 
the R groups comprise "axy" R units, preferably less than 20% , more preferably less than 5%. most preferably the R 
units comprise no "oxy" R units. 

[0075] The most preferred pdyamnes which comprise no "oxy" R units comprise pdyamine backbones wherein less 
than 50% of the R groups comprise more than 3 carbon atoms. For example, ethylene, 1.2-propylene. and 1.3-propyl- 
ene comprise 3 or less carbon atoms and are the preferred "hydrocaitoyT R units. That is when backbone R units are 
C2-C12 alkylene. preferred is C2-C3 alkytene. most preferred is ethylene. 

[0076] The polyamines of the present invention comprise modified homogeneous and rx>n-bomogeneous pdyamine 
backbones, wherein 100% or less of the -NH units are modified. For the purpose of the present invention the term 
"homogeneous polyarane bactoone* « def ned as a poryamme backbone having R units that are the same (i.e.. aD eth- 
ylene) However, this sameness defmtxxi does not exclude polyamines that comprise other extraneous units compris- 
ing the polymer backbone which are present due to an artifact of the chosen method of chemcal synthesis. For 
example, rt is known to those skiDed in the art that ethanoiamtne may be used as an "initiator" in the synthesis of poly- 
etnylenewmnes, therefore a sample of polyethytenetmine that comprises one hydroDtyethyf moiety resulting from the 
polymerization •initiator* would be considered to comprise a homogeneous pdyamine backbone for the purposes of the 
present invention A pofyamme backbone comprising afl ethylene R units wherein no branching Y units are present tsa 
homogeneous backbone. A polyamine backbone comprising aP ethylene R units is a homogeneous backbone regard- 
less of the degree of branching or the number of cyclic branches present. 

[0077] For the purposes of the present invention the term "non-homogeneous polymer backbone" refers to potyarrine 
backbones that are a composite of various R unit lengths and R unit tyrss. For example, a non -homogeneous back- 
bone comprises R units thPt are a mixture of ethylene and 1.2-propylene units For the purposes o the present inven- 
tion a mixture of "hydrocarbyT and "oxy* A units is not necessary to prov de a non-homogeneous backbone. 
[0078] Preferred polyamines of the present invention comprise homogeneous polyamine backbones that are totaly 
or partially substituted by polyethyleneoxy moieties, totally or partially quaternized amines, nitrogens totally or partiaty 
oxdued to N -oxides, and mixtures thereof However, not aD backbone amine nitrogens must be modified in the same 
manner, the choice of modification being left to the specific needs of the tormulator. The degree of ethoxytation is also 
determined by the specrfc requirements of the tormulator 

[0079] The preferred rxxyamines that comprise the backbone of the compounds of the present invention are generaty 
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5 however PEI's having a rato of m to ^S^SXS ^S^T " m * " * *" 41 ■ 
general formula: preferred. Preferred backbones, poor to modiication have the 

R' 

[RiNC^CH^-pic^CH^-pic^CHdn-NRl, 



15 



20 



25 



30 



35 



methods foe preparing mew polvamine bacto^es™ ^S^ L^T ™ **• aCe * «* ***** 
ber 5. 1939 U.S. Patent 3.033,746. MayS e^^^ n ^ ?, ?T 2 ' 182 306 ' ^ « ^ Decem- 
Jury 16. ,940. U S Patent 2.806.839^ow^ f ^TtZ?** « - - 

May 21 . 1 951 ; all here-n incorporated bTXer^ ^ 1?> 195?: and U S Patert 2 -553 696. Wilson, issued 

nomethyiethoxy).. ether with 2-«^-2-/r»draL^??' ^^ met ^-1.2-ethaned I y ) )]. a-r.ydrc-^-arr.- 

diethytemine; 3.3-cferrtrK^cpyt-anine 1 3^'a^ ^ h^n^• W 2.2%d«mino- 
the C12 Sterna^r*^^^ from Mrtsfcushi and 

mixtures thereof wanant ** me 0,2 Slernamin(propylenamine) n with n-3/4. and 



3-ArrwTO a ads and rtpnya fr^ 



[0084J Stju other suitable compounds tor use in 

ester and amoe oenvatves. More ^^^^^^^^ and ** Stives, espedalfy 
structural featue For danteaton. me term a^no^S^ ^^TL substantivity due to its 

[0065, S^a*, a™*, a«s have «^^^ h^^^^ ^ ^ &KOf ^ *»*™™ -"Pounds- 



45 



55 



NH 2 \)R, 

10W7] Stf I other preferred corrtound are the aminft^w^-^ ^ 

ate. tryptophane ethytate and^rtu^lof **« «"** O^cne methyl- 
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4-Substituted amines and amides 

[0088] For clarification, the term substituted amines and amides does not encompass polymeric compounds. Substi- 
tuted amine and amide compounds suitable for use herein have the following general formula: 

NH2-L-R**, in which L is -CO- in case of an amide 
Other optional linker group may be as defined under R\ 

[0089] FT is as defined herein before under R* with the proviso that it contains at least 6 carbon atoms and/or N 
10 atoms and/or cyclohexyh piperidine. pperazne. and other heterocyclic groups like: 



15 



20 



25 



30 



35 




(L1,NH 2 )x 



i 



[0090] Optional* H in NH can be substituted by R\ 

[0091 ] Preferred substituted amines and amides lor use herein are selected from nipecotamde. N-coco-1 ,3-propen- 
45 ediarmne; N-o*ey^1.3iXOpenediarnine; N-<talow alkyf)-l.3-propenediamine; 1.4-diarrino cyclohexane: 1.2-diarnnocy- 
ciohexane; 1,12^diamtnododecane. and mixtures thereof. 

so [0092] Still a further preferred dass of amme compound is the dass o' glucarrines of geneaJ structure: 

NH2 CH2iCH(0h())^CH2OH, wherein one or several OH-function can be substituted, preferably by -OR*, end . 
wherein t is an integer of value 3 or 4 R* can be linked to the OH groups either directly or via link* trit as men- 
tioned herein before under L 

55 

[0093] For clarification, the term gbcanwe does not encompass polymeric conpounds. 

(0094] Preferred compound of this dass are selected from 2.3.4,5.6i>enmmethoxyglucamne; 6-acetytglucarrine. glu- 
camme. and mixture thereof. 



EP 0 971 025 A1 

6-Dendrimy g 



[0096] By dendrimers it is understood that the motor. ,i* s. h. u l "*f raon 

9*02588 and in Synthesis. Feb. 19C 1»£ ^nTr^^of ^IT^^ 16 85 d6SCribed 6 * - WO 
strand et a)., in particular pages 46-91 The^T^rl^ Pofymef ^ence & Engineering. 2™ ed.. Hed- 

•generatons-. For the punSe ofte prese^^oS^"^!! 10 "^""^ corrpcWto build up Z 

o based on e.g. polyamidoanSes. poly^^^Jl?^ ""IT* fl6neralions « critical They ZZ 
purpose of the present mention isTttVo^ ^ethytenimines. etc. tmportant for the 

10097] AJso surtabfe are the gf ya > derrino^ « ^S'n?^^ ^f^* ^ funcbws - 

and in WO 97/4871 1 provided^ ^^t^^ J? aus Cn ^« " (1996,. p. 1073-1079 

[0098] Preferred compounds are t^n^ZLS 9 "^ S are « »» surface of these molecules 

' ^t^yamiaX^^^^ 

mo.s®. genera**, 1-5 from DSM being Di^no^^Sn^p ^JS"* 4 ? 1 Astro- 
pnsed between 0 and 4. ^rwu^ane Poly Amine DAB (PA)x w,th x = 2"x4 and n be,ng generally com- 

7-Am.np-s l 4wnrHrt W l mono- di- rHioo- r^Y-^ ^^^ 

'^^^^^^^■^..^^^^^^^ 

[0100] For the aminosubsttuted mrK^cdhariri** f*^ ~ _ 

andVbr henvketa, functionality is btocked via ^^££^£2! V 0eC8SSary ^^etal 
cabon. As indicated here above, glueosearnine SU,toent ** ^^ed appi- 

sttuted by R-. said «"°«a«J^^^ OH function ts^ub- 

be in position 2 to 5 or 6 depending on the tvoe ofmnv^^v^Ka^M^^^ present invention. The amino group can 
amJnc-substituted monc-saccf^are monosa « h ^e and * preferably in C2. C5 or C6 position SuSS 

- galo£en/ketosen:r^ 

ally, more than one OH group can be subsirWby TS^it 1* "° acetel/tet a | <* group. Optjon- 
tuted lactose, maltose, sucrose. ceOcttc^treSlole "^^"uted d,-sacchandes are arrino^bs!- 

[0102J Suitable amno-substrtuted oboo- n^rYho^ « 

£. celMose. mannan. gueran. ^e^^^"^^^^- ^extnn. dexlran. glyco- 
•obiose. cyctodertrm. chrtosan. and/or mixtures 3 T^f' ° alactose - fructose - Setose, matose. sucrose. <*- 

SS'T -^•^-rt^S 66 ^ » ^ 81 ^ ■»-""* -era,- 

10103] Aiso surtaWe tor coupfcng cartxwyj- a aklenvrWrv^!!: 

poly-saccha, tfes & yeans comn^ara^^S^^ C °? POUnds « e blowing functionaBsed otgo- 
nurberfrc^C^rbonw: t "™° aBy 8vatetie company Carbomer. Please find in brackets the reference 

Am.no annate (5.00002). Dumino aJgovrte (5000031 h-v. , . . 

dodecaned™ alg^ate (5.00005 ^ S,^^^ '*?! 1 ? 00004 ' 5 00006 " 5.00008). 
M«e (5.00022). CW*lamine ceflutoseVs LST^ ^ (500020 >- 0-«ny»amine cel- 

lulose (5.00025). 2.3<diarnino-2.3.c^ S 

(5.00027). «**t«l««i«*£^ cZose 

Mose (5.00031). Z3-(fiaminc-2.3<teory •Wiws.dflfc!^^^^ 

(5 00051). 2.3^^2.3^ ^^^T^^^^ 2 - 3 ^ beta^itrin - 
6-aminc-6<Jeoxy oeta^yded^ a*t»-<*ctode*trin (5.00053) 

Ammo dexiran (5.00060). ^,.^1 ^t^^ZVt^ ^ (5.00057). 
(5.00062). 6-arr^e.^^a^^ 

guaran (5.00072). 5-am^^e^ytsW^ooW^O^^L ^^r" 0 Buaran (5 00071 )- Diamine 

°»J^n (5.00080). O^hyiamrno starcn (5.00081). 2.3-<4amine-2.3Klideoxy 
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starch (5,00082), N^6-(1.6-hexanediamine)}-6<Jeoxy starch (5,00083), N-[6^1 f 12^dodecanediaiTine)]-6<teoxy 
starch (5.00084) and 2,3^i-[N(1,64iexanediamine)]-2.3-dideoxy starch (5,00085) 

B-Active ketone and/or aldehyde 

[01 04] Preferably, for the above mentioned compounds, by active ketone or active aldehyde, it is meant any chain con- 
taining at least 1 carbon atom, preferably at least 5 carbon atoms. 

[0105] Preferably, the active ketone or active aldehyde is respectively selected from a flavour ketone or aldehyde 

ingredient, a pharmaceutical ketone or aldehyde active, a biocontrol ketone or aldehyde agent a perfume ketone or 

aldehyde component, a refreshing cooling ketone or aldehyde agent and mixtures thereof. 

[01 06] Flavour ingredients include spices, flavor enhancers that contribute to the overall flavour perception. 

[01 07] Pharmaceutical actives include drugs. 

[01 08] Biocontrol agents include biocides, antimicrobials, bactericides, fungicides, algaebdes, mildewcides. disinfect- 
ants, antiseptics, insecticides, vermicides, plant growth hormones. 

[01 09] A typical disclosure of suitable ketone and/or aldehydes, traditionally used in perfumery, can be found in "per- 
fume and Flavor Chemicals", vol. I and II, S. Arctander. Allured Publishing, 1994, ISBN 0-931710-35-5. 
[01 1 0] Perfume ketones components include components having odoriferous properties. 

Preferably, for the above mentioned compounds, the perfume ketone is selected for its odor character from buccoxime; 
iso jasmone; methyl beta naphthyl ketone; musk indanone; toralid/musk plus; Alpha-Damascone, Beta-Damascone. 
Delta-Damascone. teo-Damascone, Damascenone. Damarose, Methyf-Dihydrojasmonate, Menthone. Carvone. Cam- 
phor. Fenchone. Alpha-lonone. Beta-lonone. Gamma-Methyl so-called lonone, Heuramone, Dihydrojasmone. Cis-Jas- 
mone. bo-E-Super. Methyl- Cedrenyl-ketone or Methyl- Cedrylone. Acetophenone. Methyl- Acetophenone. Para- 
Methoxy-Acetophenone. Methyl-Beta-NapWyi-Ketone. Benzyl-Acetone, Beruophenone, Para-Hydroxy-Phenyl- 
Butanone. Celery Ketone or Uvescone, 6-lsopropytdecahydro-2-naphtone. Dimethyl-Octenone. Freskomenthe. 
Ethoxyvtny0-3.3.5.5.-tetr^ Methyt-Heptenone. 2-(2-(4-Methy1-3-cyclohexen-1 -yl)propyf)- 

cyctoperrtanone. 1-{p-Menthen-6(2)-yf)-1-propanone, 4-(4-Hy<toxy-3-methoxyphenyO-2-butanone. 2-Acetyl-3.3-Dime- 
thyl -Norbornane. 6.7-Dihydro-1.1.2.3.3-Pentam^ 4-Oamascol. Dulcinyt or Cassione. Gelsone, 

Hexalon. Isocyclemone E. Methyl Cyctodtrone. Methyl-Lavender-Ketone. Orivon. Para-tertiary-Butyl-Cydohocanone, 
Verdone. Delphone. Muscone. Neobutenone, Plcatone, Vetoutone. 2.4,4,7-Tetramethyi-oct-6-en-3-one. Tetrameran. 
[01 1 1 ) Preferably, tor the above mentioned compounds, the preferred ketones are selected from Alpha Damascone. 
Delta Damascone. Iso Damascone. Carvone. Gamma-Meth^lonone. teo-E-Super. 2,4.4. 7-Tetramethyl-oct-6-en-3- 
one. Benzyl Acetone. Beta Damascone. Damascenone. methyl dihydrojasmonate. methyl cedrylone. and mixtures 
thereof 

[0112] Perfune aldehyde components include components having odoriferous properties. 
[01 1 3] Preferably, tor the above mentioned compounds, the perfume aldehyde is selected for its odor character from 
adoxaJ; anisic aldehyde; cymal; ethyl vanillin; ftorhydral; helional; heliotropin; hydroxy crtronelial; koavone; (auric alde- 
hyde lyral; methyl nonyl acetaWebyde; R T. bucinal; phenyl acetaldehyde; undecylenic aldehyde; vanillin; 2.6.10-trime- 
thyi-9-undecenal. 3-dodecen-l-al. alpha-rvamyl annamic aldehyde. 4-methoxybenzaldehyde. benzaldehyde. 3-(4-tert 
butyiphenyl)-propanal. 2-methyl-3-<para-methoxypheny1 propanal. 2-methyl-4-<2,6.6-trimeth^^ 
butanal. 3-phenyl-2-propenal. osytrans-3.7HJimetftyl-2.6-octadien-l-al, 3.7<*methyl-6-octen-1-al. [(3.7-dimethy1-6- 
oclenyl) oxy] acetaWehyde. 4-isopropyt>enzyaldehyde. 1.273.4,5.6.7.8-octahydro-8.8^^ 2.4- 
dime^-3<yctohexen-lsarboxaldehyde. 2-methyl-3-(isopropylphenyf)propanal. 1 -decanal; decyl aldehyde. 2,6-dime- 
thyl S-heptenai. 4-<tricycM5.2.1.0(2.6)]-dec^^ octahydro-4.7-metharK>1H-i 3- 

ethoxy -4 -hydroxy benzaldehyde. para -ethyl-alpha, a^pha dimethyl hydrodnnamaldehyde. alpha-methyl-3,4-(methy1en- 
edioxy)-riydrocinnarnaldehyde. 3.4-methylenedioxYbenzabehyde. alpha-n-hexyl cinnamic aldehyde, m-cymene-7-car- 
boxaWehyde. alpha-methyl phenyl acetaldehyde. 7-hydroxy*3.7-dimethy1 octanal, Undecenal. 2.4,6-trimethyt-3- 
cydohexene^ 1 -carboxaidehyde. 4-(3X4-methyl-3-pemenyO-3-<^^ 1-dodecanal. 2.4-di methyl 

cydohexene-3-carbox -aldehyde. 4-(4 -hydroxy -4 -methyl per^fJS-cylohexene-l-carbox^ldehyde. 7-methoxy-3,7- 
dimethytoctan-l-al. 2 -methyl undecanal. 2 -methyl decanal. 1-nooanal. 1 -octanal. 2.6. l0-trimethyi-5,9-undecadi anal, 2- 
methyl-3-<4-tertbutyt) propanal, dihydrocrinamk: aldehyde. 1 ^et .y1-4-(4-methyl-3-pemen^ 
boxaW<^e, 5 or 6 metrxwv^^ > 2- carboxaidehyde. 3.7<Jimethykxran-1-al, I -undu»- 

nal, K oTdecen-1-al. 4-hydroxy-3-methoxy oeruakknyde. 1-nvKr,y1.3-(4-methylpent^ 

7^rory 3.7^dimethyi-octanal, trans- 4-oece rial. 2.6-nonadiervil. paratolylacetaWehyde; 4-methytphenyiacetabehyde! 
2-methyl^-{2.6.6-thmethy»-1 -cydohexen-l-yf)-2*utenal. ortho-mettoxycinnamic aldehyde 3.5,6- trimethyl-3-cydohex- 
ene carboxaidehyde 3.7-dirnethyl-2-methylene-6-^enal. phenoxyacetaWehyde. 5.9KJimethyM.8-decadienaI. peony 
aldehyde (6.10^methyf-3-oxa-5.9-undecadien-^ hexahydro-4,7-methanoirxi^ 2-metbyl 
octanal. alpha methyl-4-(i-methyl ethyl) beruene acetaldehyde. 6.6<Jimethyt-2-rx)rpinene-2ixopion^ para 
methyl phenoxy acetaldehyde. 2-methyl-3-phenyl-2-propen-l-aJ 1 3.5.S-trimethyl hexanal, Hexahydro^.Wimethyl-2- 
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15 



SO 



25 



[0114] Most preferred aldehydes are se^Z^ k m * UrflB 
l^rtx>*a«ehyde. cis/inwSSS^^ S.^i^^Cohecen- 
hyde: 2.6-nonadienal; afpha-n-amyl SSSSSl iLh^T ^^^^^^I^oxalde- 
jntfyl nony, aceta.dehyde. hexaZ. t^£^£E PT *** cymal. 
[0115] In the above list of perfume ingredients ^ 

the art and also includes isomers. Such isom^'a^te? LSrTl conventiona "y known to one skilled in 

[0116] in another entxxfiment mpJS^^TXS^Z """^ 
pounds, preferably the perfume ketones or active aldehydes SZZZZ^T^* '""^ *'* the P«*"» 
Such Odor Detection Threshold (ODT) shoSo* Sw^o^^S ha ^ to * °*» Detection Threshold. 
- measured at controlled Gas Chroma l^^SZ^S^S^S^ **" « * 
the value commonly used in the perfurn^^ar^ here ^ parameter refers to 

takes ofcce that some odorous aSSSRSii tZ^T**" " Whi * ■**»" detec *" 
old Value Data (ASTM DS 48 A)*, edited byFA^aTrf SIS, " Con ^ lat,of1 °* Odor and Taste Thresh- 

in Ca.k,n et a... Perfumery. Prance and ££££££ J?""" ^ **- NY and 

of*e present invention, the Odor DetecticTr*^^ <"»«>■ For the purpose 

The gas chromatograph is charactered to detent acco * , ' n ° to me ^'"Q method : 
split ratio, and the hydrocarbon re^ ^^^^^Jt^^ *» the syringe, the precise 

trfcuton. The air flow rate is a«^«^«^^^ * ^ «^*ion and chain-leng^ 
utes. the sampled volume is calculated Since tne ^^^1^ °1 ' inha,aton to test 0 .02 min- 
themass per volume inhaled is known and hence t f*"** * P 0 "* in 6 ™ * known, 

material, solutions are delivered to the sniff oat at ^^Z^"™"™* To determine the ODT of a perfume 
and identifies the retention tone when odor isnoic* ir£ ***«***on. A panelist sniffs the GC effluent 

ab, )rty The necessary amount of anafyte is ^^17^^"!^^ <* 
at the detector. Typical gas chrornatograph psw^ZV^ * 8 Certa,n concenfr ^. such as 10 ppb 

«vapn parameters tor deterrrumng odor detector, thresholds are toed below 



GC: 5890 Series II with FID detector 
7673 Autosampler 

* Column: Jaw Scientific DB-1 

length 30 meters ID 0.25 mmfim thickness 1 micron 
Method: 

Split Injection: 1 7/1 spirt ratio 

Autosampler : 1 13 microliters per injection 
35 Column Flow: 1.10 rnUminute 

Air Row: 345 mUmvIe 

Wet Temp 245°C 

Detector Temp 285°C 

Temperature Information 
40 Inruai Temperature. 50*C 

Rate 5C/mirtute 

Final Temperature: 280*0 

Final Tme 6 minutes 

Leading assumptions; 0.02 minutes per snrft 
GC air adds to sample dilution 



45 



50 



f0117] Examples of such preferred oerfumo 

more preferred are the Wowing ^npour^hav^ an SdtTi^L " para-metr^xy-acetopf^aonT^ 

undecyw aWehyde. "r^act^g^^X^ 0 ^' 0 ^ ^ *"* me1hod deseri ** above : 

cymai. beru-yt mJ^Tt^'oISS^ P-** P*a hydroxy- 



Pieces 



3 



[0118] Preparaton of the component * made as tan*** « *~ .- 

of ketones and aldehydes are called azorne^ SSTbT^^^^ Examples h Oeoeral. the nitrogen analogs 
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[01 1 9] A typical reaction profile is as follows: 



O 
II 



R' 



H 2 N — R' 



OH 
I 

R — C— NH— R" 
I 

R" 



10 



15 



SO 



?=N — R" 



H20 



25 



a.p-Unsaturated ketones do not only condense with amines to form mines, but can also undergo a compe titi ve 1,4- 
additon to torm p-aminoketones. 



O 
II 

R-CH=CH— C — K + 



HjN — R* 



R* 

I 

NH O 

I II 
R-CH-CH— C — R' 



35 

[0120] By means of this simple method, conpound and composition containing said compounds are made which 
achieve a delayed release of the active ingredient 

(0121] As can be observed, the perfume ingredient is typically present in equimdar amount to the amine function so 
as to enable the reaction to take place and provide the resulting annne reaction product Of course, higher amount are 
40 not excluded and even preferred when the amine compound comprises more than one amine function. When the amine 
compound has more than one free primary amine function, several different perfume raw materials can be linked to the 
arrone compound. 

Mechantsm of release 

45 

[0122] By the present invention, a delayed release of a perfume ingredient i.e. ketone or aldehyde is obtained. Not 
to be bound by theory, the release is believed to occur by the iolowing mechanisms: 

[0123] For imine compounds, the perfume components are released upon breaking down of the imine bond, leading 
to the release of the perfume component and of the primary amine compound. This can be achieved by either hydroty- 
50 sis. photochemical deavage. oxidative cleavage, or enzymatic deavage. 

[0124] For p-aminoketone compounds, treatment with air moistire and/or water successfully releases the perfume 
'component and tNj primary amine compound. However, othc. means of release are not exduded like hydrolysis, pho- 
tochemical deavage. oxidative cleavage, or enzymatic deavage. 

[0125] StO other means of release lor imine as well as Mmtnoketone compounds can be considered such as by the 
55 steaming step of ironing the treated fabric. . tumbe<Jrying, and/or wearing. 
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Applications tymppcift^ 

^-I^Z^^ — — is a need C a daayed 

5 Persona, deansing such as *2g*^^^^ 

compoations. insecticides, etc. ^ Shampoos: ^ a*™ compositions such deodorising 

n ^Odc^exofthedrysu^ 

Measurement method of Dry Surface Odor Index for fabric surface 
Product preparation: 

so [0130] The amine reaction oroduct is acHorttn»»« 

-'acted so as to obtain an cT^e ontfdS Z^Z^ T£ « amine P"*«* are 

case of a iqu* with a spatula in caw Ta po^S £2£? TJ^J*^ mi,dn9 - * ^ *• 

w a P^rvaar. me product is allowed to sit for 24 hrs. 

Washing process: 



30 



35 



40 



caUy between 70 and 150 g icfTdrteroL^^SSf^ "^e for the corresponding market products: typi- 
25 and 40 m, tor a Uguid J^^T^ Z^ZTt^^ « 
machine at 40«C short cycte. water mom -il^JnfT!^ t0we,s (1 70fl) 8 M,ele W830 washing 

[0132] The same prcxS^SeSSthe co^^ EST* * V™' * ™W 

reference Dosages, fabric loadsand Z^^^Z^^^^^ and is used as the 

"asrong cycles tor the reference and the sample are identical. 

Drying Process: 

possible contammatons. Unless «J^fW*£tlL^ 00 8 '' ne * 24 * away from any 

between , 8-25C and a,r nature ^^50^ ^^^^ ^ « 81 tem P^ 

dry cycte. ,e. in a M.ete. Novotronic T430s««, orn^T^ R ^ ma ^a*ierandurriergoesafuB^ery 
assessed on the next day. Fabrics « fSiSd " cSTa^^ " m 22* ™* **« « *■ 
after 7 days. win "P 8 "** bags in an odor free room, and assessed aoax! 



Odor Evaluations: 



45 



J0134] O^o r © Assessed by export penetbsts smelling carefully the fabrics AO-rnn^ 

□racing* The jading scale is as follows : 7 ™ la0acs A0 ' 100 is used tor all fabric odor 



100 - extremely strong perfume odor 
» 75 - very strong perfume odor 

50 -strong odor 
' 40 - moderate r>artume odor 

30 • slight perfume odor 

20 - weak perfume odor 
55 10 - very weak perfume odor 

0 • no odor 



»*i ^^^^^^^^^^^^^^ 



EP 0 971 025 A1 



fume raw material is statistically significant A difference of 10 grades or more after one day and/or 7 days represents 
a step-change. In other words, when a cfifference of grade of more than 5. preferably at least 10 is observed between 
the amine reaction product and the perfume raw material, after either 1 day or 7 day or both 1 day and 7 days, it can be 
concluded that the amine reaction product is suitable for use in the present invention, provided that the amine com- 
pound fulfill the Odor Intensity Index. 

[0136] The amine reaction product as defined herein before typically is comprised at from 0.0001% to 10%. preferably 
from 0.001% to 5%. and more preferably from 0.01% to 2%, by weight of the composition. Mixtures of the conpounds 
may also be used herein. 

[0137] , Incorporation of the amine reaction product in the invention compositions can conveniently, if necessary, be 
carried out by conventional incorporation means, such as by spray-on, encapsulation like starch encapsulation, e.g. 
such as described in GB 1464616, dry addition, or by encapsulation in cyctodextrin. 

[0138] Preferably, the amine reaction product is preformed before incorporation into the invention compositions. In 
other words, the perfume component and the amine compound are first reacted together to obtain the resulting amine 
reaction product as defined in the present invention and only once formed incorporated into the invention compositions. 
By being preformed before the incorporation in fully formulated composition, a better control of the corrpound being 
made is obtained. Hence, the interaction with perfume composition which may be present in fully formulated corrposi- 
tion is avoided as well as side reaction that could occur. Further, by such means of incorporation, efficient control of the 
yield and purity of the compound is obtained. 

[0139] Most preferably, when the invention composition comprises a perfume, the amine reaction product is incorpo- 
rated in the composition separately from the perfume. By this means, the amine reaction product and its subsequent 
perfume release is more controlled. 

[0140] Typically the invention composition comprises surfactancy ingredients such as a fabric softening agent or a 
surfactant as described hereinafter as optional ingredients. 

[0141] When the corrposrbons comprises a softening agent the respiting composition ts a softening composition. 
Fabric Softening Aoerrts: 

[0142] A fabric softener component provides softness and anttstastic properties to the treated fabrics. When used, 
the fabric softener component will typically be present at a level sufficient to provide softening and antistatic properties. 
[0143] Said fabric softening component may be selected from catomc, nonionic, amphoteric or anionic fabric soften- 
ing component 

[0144] Typical of the catkxic softening components are the quaternary ammonium compounds or amine precursors 
thereof as defined hereinafter. 

A)-Quaternarv Ammonium Fabric Softeni ng Active Comp ound 



[0145] 



(1) Preferred quaternary ammonium fabric softening active compound have the formula 




m 



X 



(1) 



or the formula: 
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10 



(R) 



4-m 



(CH 2 )„— CH — CH 2 — Q — R 1 



« wherein Q is a carbonyf unrt having the formula 



m 



(2) 



SO 



? 



. — N-C — , — c-N — 



25 



and rtou.es »W. R* is hrfraaLT^ZTc ~" " b """* ed C"' 0 * <—*■ 



30 [0146] 



An exarrple of a preferred tabric softener active is a mixture of quaterrued amines having the formula: 



35 



O 

CH2)n-0-C 



40 



45 



SO 



wherein R is preferably mefhyt. R 1 jsa knear or branched aflcvi rv atw^ ^ 

at least is atoms, m the above tabnc s*ZZ ™ST ITJ£ IS i COmpns,no a,least11 aton ». ^eterabiy 
^^^atriofycerideso^ 

safllower oil. pearut oi. sunflower oa corn oil soybean oil trt ^ LTZ *???. ve9etable ««*• such as, canola oi. 
10147, The preyed fabnc ^en^ J^^^^^^ n^ * ^ ^ 

Ammocum (DEQA) compounds. thT^e^ f^Z^J^ ^ 



m 



55 



wherein R. R 1 . X. and n are the same as ctefned herein above tor formulae 



(1) and (2). and 0 has the formula: 
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O 

II 

0— c — 



or 



H O 
I II 
— N-C 



(01 48] These preferred fabric softening actives are formed from the reaction of an amine with a fatty acyl unit to form 
an amine intermediate having the formula: 



-N-j^CH 2 )n-Q--Ri] 



wherein R is preferably methyl, Q and R 1 areas defined herein before; followed by quatemization to the final softener 
active. 

[0149J Non-limiting examples of preferred amines which are used to form the DEOA fabric softening actives according 
to the present invention include methyl bts(2-hydi oxyvt iyt)amine having the formula: 



HO* 



CH 3 

I 



'OH 



methyl bis(2-hydroarypropyl)amine having the formula: 



HO 




CH 3 

I 

N 




OH 



methyl (3-ammopropyf) (2-hyrtoxyethyQamine having the formula: 




methyl t*s(2-armx>etr»yf)amine having the formula: 



HjN 



CH 3 

i 

.N. 



NH 2 



triethanol amine having the formula: 
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5 




10 

di(2-aminoethyf) ethandamne having the formula: 

15 




25 



30 



[0150] The count erion, X< ) above can he am, e^*~*~~ _ 

sutete The an*n can ateo. but less preferablTcany I SaSl'^H ^j! ^ "2? preferaW y chloride or methyl 
[0151] Tallow and canoia oil are ax^S aS^SSl 06 " **** 0886 reo <«errts half a yap 
^Present .nvenion as R' units. T^^gte^S^^ ?* ^ " «*"**«■• h 
We tor use in the compositions of the preserTt^^^^r^^- quatemary «™onium compounds surta- 
sdervedfroma U!k» trtfycen* soun^^T^^^^ *£f belo* indites the 
to a mixture of fatty acyl unrts derived from canoia oil * ^ ^ use of the term candyl refers 



35 



40 



45 



50 



55 



Table ll 

Fabric Softener Actives 

WN^tf«yta 1 ^; N ^ ammonium chtoride" 
"•"^tallowytoxy^^^ 

N.N.N-trcanrty^^^^^ &nwonium cMonde 
^-tatowyk^-^^ 

'*<«Wo«*nr^^ crtorde; art 
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Table It (continued) 



Fabric Softener Actives 



1 ,2-dicanolyloxy-3-N,N.N4rimethv^^ chloride; 
and mixtures of the above actives. 



[0152] Other examples of quaternay ammomun softening compounds are methylbis(tallo^midoethyl)(2-hydroxye- 
thyl)ammonium methylsulfate and methyl bis(hydrogenated tallowamkloetriy1K2^ydroxyethy1)arrmxiium methylsulfate; 
these materials are available from Witco Chemical Company under the trade names Varisoft® 222 and Vansott® 110. 
respectively. 

101 53J Particularly preferred is N,NKJi(tallcn^^-ethyO*N t r>kfime^ ammonium chloride, where the tallow chains 
are at least partially unsaturated. 

(0154] The level of unsaturate contained within the tallow, canota. or other fatty acyf unit chain can be measured by 
the Iodine Value (IV) of the correspond ng fatty acid, which in the present case should preferably be in the range of from 
5 to 100 with two categories of compounds being distinguished, having a IV below or above 25. 
[01 55] Indeed, for compounds having the formula 



derived from tallow fatty acids, when the Iodine value is from 5 to 25. preferably 15 to 20. rt has been found that a 
as/trans isomer weight ratio greater than 30/70. preferably greater than 50/50 and more preferably greater than 70/30 
provides optimal concentrability. 

For corrpounds of this type made from tallow tatty acids having a Iodine Value of above 25. the ratio of as to trans iso- 
mers has been found to be less critical unless very rvgfi concentrations are needed. 

Other suitable examples of fabric softener actives are derived from tatty acyl groups wherein the terms Tallowyf and 
canoryf* m the above examples are replaced by the terms "cocoyf. paimyl, iauryt. oieyl. ricinoiey!. stearyi, palmrryl. - 
which correspond to the triglyceride source from which the fatty acyl units are derived. These alternative tatty acyl 
sources can comprise either tiiry saturated, or preferably at least parity unsaturated chains. 

[0156] As described herein before. R units are preferably methyl, however, suitable fabric softener actives are 
desatoed by replacing the term "methyl" tn the above examples in Table II with the units 'ethyl, ethoxy. propyl, propoxy, 
tsopropyl. butyl, isobutyl and t-butyf 

[0157] The counter ion. X. in the examples of Table II can be suitably replaced by bromide. methyteuKale, formate, 
sulfate, nitrate and mixtures thereof In fad the anion, X, is merely present as a counterion of the positively charged 
quaternary ammonium compounds The scope of this nverrbon is not considered imited to any particular erton. 
[01 58] For the pf eceding ester fabric softening agents, the pH of the compositions herein is an important parameter 
of the present invention. Indeed, it infbences the stability of the quaternary ammonium or amine precursors com- 
pounds, especially in prolonged storage con di tion s . 

The pH. as defined in the present context, is measured in the neat compositions at 20 *C. While these compositions are 
operable at pH of less than 6.0. tor optimum hydrorytic stability of these compositions, the neat pH. measured in the 
above mentioned concftions, must preferably be in the range of from 2.0 to 5. preferably in the range of 2.5 to 4.5. pref- 
erably 2 5 to 3 5 The pH ct these compositions herein can be regulated by the addition of a Bronsted add. 
Examples of suitable add- include the inorganic mineral acids, carboxyf c acids, in particular the tow molecular weight 
(Ci-C*) cartooxytic acids, end alkytsuttonic acids. Suitable inorganic acrir. include HO. I^SCV HNO3 and H3PO4. Su* 
able organic aads include formic, acetic citric, rnethytsuttonic and ethy isotonic acid. Preferred acids are citric, hydro- 
chloric, phosphoric, formic, methytsutforv; acid, and benzoic acids 

[01 59] As used herein, when the diester is specified, it win include the monoester that is normally present in manu- 
facture. For softening, under no/tow detergent carry-over laundry conditions the percentage of monoester shouid be as 
low as possWe. preferably no more than 2 5% However, under high detergent carry-over condrtions. some monoester 
is preferred The overall ratios of diester to monoester are from 1 00 : t to 2 : 1 . preferably from 50 : 1 to 5: 1 . more preferably 
from 13 1 to 8:1 Under high detergent carry-over condrtions. the dtfmonoester ratio is preferably 11:1. The level of 
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10161] J,. SS , ofre, suaaae ' *? te 

fi) acvrfir mofnmn n . . «w5ong or. 



(i) acyclic quaternary ammonium salts having the formula: 



10 



15 



20 



PS 



R*— N-R5 
R« 



wherein R 4 is an acyciic aiiohatie r r ^ 

M <tem.no abated quaternary arm™™ salts h£^£££ * 



II f o 

Ri-C- NH - R 2_N- R2 _ NH _^_ R] 

(CH 2 CH 2 0)nH 



. 40 



45 



55 



wherein ns equal to 1 to 5. and R 1 R* aS aniA 
(ii) mixtures tnereof ' and A «* ^""ad above; 

10162] Exanpies of the above class cation*. . 

as ^Ito^rnethy^m^nium <*£d7d^^ *" We °- knowi methybmrnoniur, Mfht 

and Amrnony,* 490 by Onyx Cner*c£l^^^ 



ilAane Fabnc Snf.^ T7nnii»Hmi 



[0163] Suitatte anw># fabric anftAft^ 

(»)• Reaction products of higher fattv adrk — 

One p,^ed cogent 0 > is a corr**^ sheeted tram ^ «^Ponents 
Pounds hav,n9 ^ torn^; w * TWn ° ***** the grow, consisting of substituted irrfc^ine com- 
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~0 

N 
I 

R*-NH-C-R7 
II 
O 



wherein R 7 is an acycfic aliphatic C 15 -C 21 hydrocartxxi group and R 8 is a divalent C r C3 alkyfene group. 

Component (i) materials are commercially available as: Mazamkte® 6. sold by Mazer Chemicals, or Cera- 
nine® HC. sold by Sandoz Colors & Chemicals; stearic hydroxy ethyl imidazoline sold under the trade names a\ 
Alkazine® ST by Alkaril Chemicals, Inc.. or Schercozoline® S by Scher Chemicals. Inc.; N.^rtallowalkoyldieth- 
ylenetriamine; 1 -talk>wamick)ethyl-2-tellowimidazoline (wherein in the preceding structure R 1 is an aliphatic C 15 - 
C 1 7 hydrocartxxi group and R 8 is a cfivalent ethylene group). 

Certain of the Components (i) can also be first dispersed in a Brortsted acid dispersing aid having a pKa value 
of not greater than 4; provided that the pH of the final composition is not greater than 6. Some preferred dispersing 
aids are hydrochloric acid, phosphoric acid, or methytsultonic acid. 

Both N,N"K*tallowalkoyk*ethy*enetnamine and l-taIlow<amkioethyl>-2-tallowimidarolirw are reaction products 
of tallow fatty acids and dietrryienetriarrune. and are precursors of the cationic fabric softer* ng agent methyl- 1-taJ- 
k>wamric*tbyi-2-taBo^ methylsuKate (see "Cationic Surface Active Agents as Fabric Softeners.* R 

R Egan. Journal of the America 0«C^^ N.NT-ditallow alkoyldieth- 

ylenetriamine and l-taUowarridoethyl-2-t^^ can be obtained from Wrtco Chemical Corrpany as 

experimental chemicals. M ethyl -1 -talk)wamidoethyl-2-taI)owi metrrytsulfate is sold by Wrtco Oierrical 

Company under the tradename Varisoft® 475. 

(ii)-softener having the formula: 




wherein each R 2 is a C,^ alkyfene group, preferably an ethylene group; and G is an oxygen atom or an -NR- group; 

and each R. R 1 . R 2 and R 5 have the definitions given above and A has the definitions given above for X". 

An example of Compound (a) is 1 ^eylarr*joethyl-2<>ley^ chloride wherein R 1 is an acyclic aliphatic 

C t5 -C 17 hydrocarbon group. R 2 is an etnyiene group G is a NH gro jp. R 5 is a methyl pcup and A is a chloride 

anion 



(wy softener having the formia: 
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I — \ H H 



10 



2® 



2A 



wherein R. R 1 , R 2 , and A' are defined as above. 
« 10164, ^^ofO^p,^,^ 



20 



25 



r 



| V-CH2CH2-4/ I 



T 2© 



CI 



30 



$5 



40 



45 
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wherein R 1 is derived from oleic acid. 

be found m US 4 327 133 u*a a*>i * anior »c fabnc softening material Disd«u^ ^ JL. wnener. 

«. ««* us ^^^^^^^^ 

{0166] TypkaBy. such nonionic fabric softener rn««~^ 

Z™^- **<«~ ^'^^to^i'Ss^r^ ^ 2 10 9 ' m ° re **** *m 3 to 7 Such 
nals such as angle-tong-chain alkyl cabonx: strtSan^^!? ■ ? themseNes - » when combined ^ c**rS£ 
us.no more s^e-long^hain *Jc^£^*T^ here,nafter Debility can^iZZJht 
water and/or more a 8 rtat,cn. T^ ^^^'T^ 85 ** ^3 

>£C, and relate m»*JE* * <«atve»y crystalline. ruflheT'mS^? 

10167] Preferred rwnicntc softenpf* ar* #w ^ 8 * 
«* atcx* or a^^. ^^2^^^ P °* W ^ - thereof where,n 

ta,ns from ^2 «o 30. preferabty fromTto » can£Sl T ■* !k° 8 atoms - « ^-JS ™T<Z 

a,0m6 TyPCa "^ »«eners contain * 
10168] The pofyhydric alcohol Dortion «i *~ . preterabfy 

H.ghly preferred opOona/ non,orw: scften.fr, ^ . 

ester<,ed dehydration products of sortatoiT?^. ^ 8 preWfTl tne sorbitan esters *A»r* . 

fOmi UseW atycera and poiytf^o,^^^^ ™<*1earate with a trade name of Radiasuri toaa\ 
^ typ,caJ mor «>^ster contains some o> and tn-ester. efe and/br mynstjc acids, ft 
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[0173] The 'glycerol esters" also include the polyglycerol. e.g.. cfiglycerol through octaglycerol esters. The polyglyc- 
erol polyois are formed by condensing glycerin or epichlorohydrin together to link the glycerol moieties via ether link- 
ages. The mono- and/a cliesters of the polyglycerol polyois are preferred, the fatty acyl groups typically being those 
described herein before for the sorbrtan and glycerol esters. 

[0174] Further fabric softening components suitable for use herein are the softening clays, such as the low ion- 
exchange-capacity ones described in EP-A-0, 150.531 . 

[0175] Of course, the term "softening active" can also encompass mixed softening active agents. 
[0176] Preferred among the classes of softener conpounds disclosed herein before are the diester or diamido qua- 
ternary ammonium fabric softening active compound (DEQA). 

[0177] The fabric softener compounds herein are present at levels of from 1% to 80% of compositions herein, depend- 
ing on the composition execution which can be dilute with a preferred level of active from 5% to 1 5%, or concentrated, 
with a preferred level of active from 15% to 50%, most preferably 15% to 35% by weight of the composition. 
[01 78] Fully formulated softening compositions preferably contain, in addition to the herein before described compo- 
nents, one or more of the following ingredients. 

(A) Brighteners 

[0179] The compositions herein can also optionally contain from 0.005% to 5% by weight of certain types of 
hydrophilic optical brighteners which also provide a dye transfer inttbition action, tf used, the compositions herein will 
preferably comprise from 0.001% to 1% by weight of such optical brighteners. 

[01 80] The hydrophilic optical brighteners useful in the present invention are those having the structural formula: 




R2 SO3M SQ 3 M Rl 



wherein R 1 is selected from anilino. N-2-bs-hydroxyethyi and NH-2-hydroxyethyl; is selected from N-2-bis-hydrox- 
yethyl. N-2-hydroxyethyl-N-methy^ morphtiino. chkxo and amino; and M is a sart-torming cation such as sodium 
or potassium. 

When in the above formula. R, is aniline, Rj is N-2-bis-bydroxyethyl and M is a cation such as sodium, the brightener 
is 4,4 ,^(4-anil*x>^N-2-be-+iydroxyethyl acid arX j disodium salt This 

particular brightener species is commercially marketed under the tradename Tmopal-UNPA-GX* 8 by Ciba-Geigy Cor- 
poration TinopaJ-UNPA-GX is the preferred hydrophilic optical brightener useful in the rinse added compositions 

herein. 

When tn the above formula. R, is antfino, R2 is N-2-hydroxyethy*«N-2-m>ethylar™no and M is a cation such as sodium, 
the brightener is 4,4-^(4-anilino-6-{N-2-h^ 

acd disodium satt This particular brightener species is commercially marketed under the tradename Tincpal 5BM- 
GX*» by Gba-Geigy Corporation 

When m the above tornxjla. R, is anilino. R2 is morphilino and M is a cation such as sodium, the brightener is 4 t 4'-b*s[(4- 
anihrx>-6 rrorphilTO^-tri^ acid, sodium sari This particular brightener species is 

commeraafly marketed under the tradename Tmopal AMS-GX^ by Ctoa Geigy Corporation. 

(B) PtgperyWty Atis 

[0181] Seiatrvety concentrated compositions cont&niiig both stturated and unsaturated diester quaternary amrro- 
mum conpounds can be prepared that are stasia without the addition of concentration aids. However, the compositions 
of the present invention may require organic and/or inorganic concentration aids to go to even higher concentrations 
and/or to meet higher stability standards depending on the other ingredients These concentration aids which typicaiy 
can be viscosity modifiers may be needed, or preferred, lor ensuring stability under extreme conditions when particular 
softener active levels are used. The surfactant concentration aids are typically selected from the group consisting of (1 ) 
single long cham alkyf cabonic surfactants; (2) nomonic surfactants; (3) amine oxides; (4) fatty acids; and (5) mixtures 
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thereof. These aids are described in WO 94/?n«M7 
-corporated by reference. 94/20597, specifically on page 14, line 12 to page 20 fine 12 whirfi k h 

When said disoer sibiiitv 8 1 2 - * herein 

fatty acid which are reactarrts used to SIT^T" (0, e 9> the "wno-tong chain alkyl cat^VI- ^ • lh-r 
added as a separate conponen^ ^"e tJZnJl^* 9 ™**** ^^eTart^^l^^ and/0f »» 
conponen,^. - >** - « ^ an.a^™^^- 




/5 



^» X the coaws«o„. ft. to,,^ ^'5^,^ "«»!«<««* ton, 5% » 



wherein 



25 



30 



* Ce-Ca alkyf or akeny) orouD Dreta _ h . r _ 

aiKy. or a.Keny. group. * 9 ^ < ^ C io*,eal M c,alkeny, group; more preferably C -C „r „ 
each R5 is a c ^ ^ prererawy c l0 -C 14 or C 16 -C 18 

(most preferred). eW p^yT^ ^ (e 0 - alkyf). preferably C c 

X-isasdefnedheranbetxefor^r. ° " 



I0183J Especially preferred tfspersibiSty aids ar.,™ 
I01MI 0«eg^.^rS" , .i' C '« C00 ' eftoline ** C,..C. 
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(2) Nonionic Surfactant ( Alkox vlated Materials! 

[0185] Suitable nonionic surfactants to serve as the viscosrty/dispersfcilrty modifier include addition products of eth- 
ylene oxide and, optionally, propylene oxide, with fatty alcohols, fatty acids, fatty amines, etc. They are referred to herein 
as ethoxytated fatty alcohols, ethoxylated fatty acids, and ethoxylated fatty amines. 

Any of the alkoxylated materials of the particular type described hereinafter can be used as the nonionic surfactant. In 
general terms, the nonionics herein, when used alone, in liquid corrposrtions are at a level of from 0% to 5%. preferably 
from 0. 1% to 5%. more preferably from 0.2% to 3%. Suitable compounds are substantially water-soluble surfactants of 
the general formula: 

wherein R 2 for both solid and liquid compositions is selected from the group consisting of primary, secondary and 
branched chain alky! and/or acyl hydrocarbyl groups; primary, secondary and branched chain alkenyt hydrocarbyl 
groups; and primary, secondary and branched chain alkyl- and alkenyl-substrtuted phenolic hydrocarbyl groups; said 
hydrocarbyl groups having a hydrocarbyl chain length of from 8 to 20, preferably from 10 to 1 8 carbon atoms. More pref- 
erably the hydrocarbyl chain length for liquid compositions is from 16 to 18 carbon atoms and tor solid compositions 
from 10 to 14 carbon atoms. In the general formula tor the ethoxylated nonionic surfactants herein. Y is typically -O, - 
C<0)0-. -C{0)N(R)-, or -C<0)N(R)R-, preferably -O-. and in which R 2 , and R, when present have the meanings given 
herein before, and/or R can be hydrogen, and z is at least 8. preferably at least 10-11. Performance and, usually, sta- 
bility of the softener composition decrease when fewer ethoxylate groups are present. 

The nonionic surfactants herein are characterized by an HLB (hydrophilic-lipophilic balance) of from 7 to 20. preferably 
from 8 to 15. Of course, by defining R 2 and the number of ethoxylate groups, the HLB of the surfactant is. in general, 
determined However, rt is to be noted that the nomoric ethoxytated surfactants useful herein, for concentrated iquid 
compositions, contain relatively long chain R 2 groups and are relatively highly ethoxylated While shorter alkyl chain 
surfactants having short ethoxytated groups can possess the requisite HLB, they are not as effective herein. 
Nonionic surfactants as the vtscosrry/dispersibilrry modrfiers are preferred over the other modifiers disclosed herein for 
compositions with higher levels of perfume. 

Examples of nonionic surfactants folk**. The nonionic surfactants of this invention are not limited to these examples. In 
the examples, the integer defines the number of ethoxy (EO) groups in the molecule. 

(3) Amine Oxides 

[01 86] Suitable amine oxides include those with one alkyl or hydroxyalkyl moiety of 8 to 22 carbon atoms, preferably 
from 10 to 18 carbon atoms, more preferably from 8 to 14 carbon atoms, and two alkyl moieties selected from the poup 
consisting of alkyl groups and hydroxyalkyl groups with 1 to 3 carbon atoms. 

Examples indude dimethyloctylarrtne oxide. diethyWecyfamine oxide, bis-(24tydrdxyethyl)dodecyt-arnine oxide. 
dimethyWodecylarrwie oxide, dpropyttetradecytamine oxde, methylethyihexadecytarnine oxide, dtmethyl-2-hydroxy- 
octadecytamne oxide, and coconut fatty alkyl dunethytarrtne oxide. 

[0187] Stabflizers can be present in the compositions of the present invention. The term "stabilizer," as used herein, 
includes antioxidants and redictrve agents. These agents are present at a level of from 0% to 2%, preferably from 
0 01% to 0.2%, more preferably from 0.035% to 01% for antioxidants, and more preferably from 0.01% to 0.2% tor 
reductive agents. These assure good odor stability under long term storage conditions. Antioxidants and reductive 
agent stabilizers are especially critical tor unscented or low scent products (no or low perfume). 
Examples of antioxidants that can be added to the compositions of this invention include a mixture of ascorbic add, 
ascorbic paJmrtate. propyl gallate. available from Eastman Chemical Products, Inc.. under the trade names Tenox® PQ 
and Tenox® S- 1 ; a mixture of BHT (butytated hydroxytoluene), BH A (butytated hydroxyantsde). propyl gallate. and citric 
acid, available from Eastman Chemical Products. Inc.; under the trado name Tenox®-6; butytated hydroxytotuene. 
available from UOP Probess DrvisiDn under the trade nam- Sustane 0 BHT; certiary butylhydroquinonc. Eastman 
Chemical Products. Inc. as Tenox® TBHO; natural tocopherols, Eastman. Chemical Products, Inc., as Tenox® GT- 
l/GT-2; and butytated hydroxyanisote. Eastman Chemical Products. Inc.. as BHA; long chain esters ((VC22) of galic 
acid. e.g.. dodecyl gallate; Irganox® 1010; trganox® 1035; Irganox® B 1 171; Irganox® 1425; Irganox® 31 14; trganox® 
3125; and mixtures thereof ; preferably Irganox® 3125. Irganox^ 1425. Irganox® 3114. and mixtures thereof; more 
preferabfy Irganox® 3125 alone or mixed with citric acid and/or other chelators such as isopropyl citrate. Dequest® 
2010. available from Monsanto with a chemical name of 1 -hydroxyethyWene- 1 , 1<jiphosphonic acid (etxjroric acid), 
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(0) SaLBeteasa 



*l»L=ill 
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r0188J In the present invention, an optional soil . 

10189J Sot! Release agents are desirahiv i KtcH in feK ^ 
'•> "^•WtaJi.^tl^^^^ Any polymeric 

10191 j The fedowng. all included herein by refererwJ^J*!: *«it 0.2% to about 3 0% 

Schebel era/.. issued Noven*er 6; US 4 TO 3Tc£2!^ ^ October 27,1987- US iwS'S?' 

lwi93J Commefdafly avaiiatte sftii rai^ 

30 ^ets. Kagaku Kogyo^K ^^^^ MET0L0SE SM100. METOLOSE SM200 man 

many), 2ELCON sis* /frr^ 5>UKALAN type of material, e 0 SOKALAw ud 00 . ^ TOnutac- 

yj. -ctLUUN 5126 (from Dypont) and MILEASE T (from CI). ^ HP " 22 ' available from BASF (Ger- 

(E> Scum Dispftrfff^ 
5 [0194] In the present invention the orflmi* ^ 

easen&fis 

f0i95] E^esrfbactenat^usedinthecon^ositk^ ' 

^^^e O-utaraid^e, torrnaHehyd,; 2 . 
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bromo-2-nitro-propane-1 ,3-diol sold by Index Chemicals, located in Philadelphia. Pennsylvania, under the trade name 
Bronopol®. and a mixture of 5-chloro-2H7>ethyt-4HSOthiazoline-3-one and 2-methyl-4-isothiazoline-3-one sold by Rohm 
and Haas Company under the trade name Kathon 1 to 1 ,000 ppm by weight of the agent. 

(G) Perfume 

[0196] The present invention can contain any softener compatible perfume. Suitable perfumes are disclosed in U.S. 
Pat 5.500.138. said patent being incorporated herein by reference. 

As used herein, perfume includes fragrant substance or mixture of substances including natural (i.e.. obtained by 
extraction of flowers, herbs, leaves, roots, barks, wood, blossoms or plants), artificial (i.e.. a mixture of Afferent nature 
oils or oil constituents) and synthetic (i.e.. synthetically produced) odoriferous substances. Such materials are often 
accompanied by auxiliary materials, such as fixatives, extenders, stabilizers and solvents. These auxiliaries are also 
included within the meaning of "perfume", as used herein. Typically, perfumes are complex mixtures of a plurality of 
organic compounds. 

Examples of perfume ingredients useful in the perfumes of the present invention compositions include, but are not lim- 
ited to, hexyl cinnamic aldehyde; amy! cinnamic aldehyde; amyl salicylate; hexyl salicylate; terpineol; 3,7-dimethyi-os- 
2.6-octadien-lol; 2.6^methyl-2-octand; 2.Wimethyl-7-octen-2-d; 3.7-dimethyl-3-octand; 3.7-dimethy1-/rans-2.&- 
octadien-1-d; 3.7-dimethy1-6-octen«1-ol; 3.7<*methyi- 1 -octand ; 2-methy!-3^para-tert-but^^ 
M4^roxy-4-methyfperrty1)-3< tncydodecenyt propionate; tricyciodecenyl acetate; 

anisaWehyde; 2-methy1-2-(para-iso-propylp^^ ethyl-3-methy1-3-phenyl glyodate; 4-(para-bydrox- 

yphenyi)-butan-2-one; 1-(2.6.6-trimethyl-2<ydohexen-l-yf)-2^enO-one; para-methoxyacetophenone; para-meth- 
oxy-alpha-phenytpropene; methy^2-n^exyl-3-oxo<yciopentane carboxytate; undecatactone gamma. 
Additional examples of fragrance materials include, but are rot limited to. orange oH; lemon oil; grapefruit oil; bergamot 
oil; dove oil; dodecalactone gamma; methyf-2-<2-penty1-3«>x<^^ acetate; beta-oaphthol methylether; methyl, 
beta-naphthylketone; coumarin; decyiaWehyde; benzaldehyde; 4-tert-buryteydohexyl acetate; alpha.aipha -dimethyl, 
phenethyl acetate; methylphenylcartxnyl acetate; Schrffs base of 4^4^roxy^-rr«thylp^Ttyi)^^dc^exene-1 -car- 
boxaJdehyde and methyl anthranilate; cycfcc ethytenegtycd di ester of tridecandioic acid; 3.7<iimethyl-2.6-octadiene-1- 
nitrile; ionone gamma methyl; ionone alpha; ©none beta; petitgrain; methyl cedryione; 7-acetyl-1.2.3.4.5.6.7.8-octahy- 
dro- 1 . 1 .6. 7-tetramethyl-naprrthalene; ionone methyl; methyM.e.lO-trime^ ketone; 7- 

acetyl-1.l.3.4,4.6-hexamethyl tetralin; 4-acery1-6-tert-butyl- 1 , 1 dimethyl indane; benzophenone; 6-aceryM, 1,2.3.3.5- 
hexamethyl indane; Sacetyl-3-isopfOpyl-1.1.2.6-tetrametr^ mdane; 1 <dodecanal; 7-hydroxy-37<iimethyl octanal; 10- 
undecen-1-al; iso-bexenyl cydohexyl carboxaldehyde; tormyl tncydodecan, cydopentadecandde; 16-hydroxy-9-hexa- 
decenoic acid lactone; 1. 3.4.6. 7,8-hexahydro-4.6.6.7.8.8-hexarr«thyk^ 

ambroxane; dodecahydro-3a.6.6.9a-tetrarro cedrol; 5-(25.3-trimethy1cydopert 

methylpentan-2-d; 2-e!hyM-{2.2.3-trimethyW^ caryophyttene alcohol; cedryl acetate; 

para tert-butytcydohexyl acetate; patchouli; oiibanum resinoid; labdanum; vetrvert; copaiba balsam; fir balsam; and 
condensation products of: hytfoxydtroneflal and methyl anthranilate; hydroxydtronellal and tndol; phenyl acetakJehyde 
and indol; 4-(44iydroxy-4-metriyi pentyt)-3-cydohexene-1 <arboxaldehyde and methyl anthranilate. 
More examples d perfume components are geranwl; geranyt acetate; Imatod; linafyt acetate; tetrahydrdinatod; crt- 
roneltol; afronellyt acetate; dihydromyrcend; cfchydromyrcertyl acetate; tetrahydromyrcend; terpinyl acetate; nopd; 
nopyi acetate; 2-phenyiethand; 2-phenylethyl acetate benzyl alcohd; benzyl acetate; benzyl salicylate; benzyl berv 
zoate. styrallyl acetate; dtrnethytoeruyfcarbtnd; trichlorometiytphenylcarbinyl methyfchenytearbinyl acetate; teononyl 
acetate, vetiveryt acetate; vebverd; 2-methyf-3-(p-tert-buty^^ 2-methy1«3-(p-isopropy«phenyf)-pro^ 
3-(p-tert-buty^erV)-propanal, 4^4-methyl-3i>enteny0-3<ydor^ 4-acetoxy-3-pentyttetrahydro- 
pyran; methyl dihyrtx)jasmonate; 2-n-heptytcydopentanone; 3-methy|.2-penty1-cyck)pen(tanone; rvdecanal; n-dodeca- 
nal; 9-decend-1; phenoxyethyt isobutyrate; phenylacetaldehyde dimetriytacetal; phenytacetaktehyde diethylacetal; 
geranomtrite; citroneOonttrile; cedryl acetal; 3 isocamphylcydohexand; cedryl methylether; isdongrfdanone; aubepine 
nitrite; aubepir>e; heiotropine; eugend; vanillin; dtphenyl oxide; hydroxyotroneUal ionones; methyl lonones; tsomethyl 
ionomes; ironee; cts-3-haxend and esters thered; indane rrwk fragrances; tetralin musk frayances; isochroman musk 
fragrances; macrocydic ketones; macrdactone musk fragrances; ethylene brass ylate 

The perfumes useM in the present inventor, compositions we substantially free of hatogenated materials and 
nitromuste 

Suitable solvents, diluents or carriers tor pertunes ingredients mentioned above are fa examples, ethand. isopropand. 
d^ethyiene glycd. monoethyl ether, dipropytene glycol, diethyl phthalate. triethyl citrate, etc The amount of such sol- 
vents, diluents or carriers incorporated m the pertunes is preferably kept to the minimum needed to provide a homoge- 
neous perfume sdtrboa 

Perfume can be present at a level d from 0% to 10%. preferady from 0 1% to 5%. and more preferably from 0.2% to 
3%. by weight of the finished composition. Fabric softener compositions of the present invention provide irrproved fabric 
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perfume deposition. 
(H) Chelating Ao pnft- 



5 [0197] The compositions and processes herein ~« „ 

y^es ammo phosphonates, Pofyfunctbnaily-substrWaronLfc ** ^ consstin 9 of amino carbox 

after defined. The whiteness and/or briorrbUc J arom abc chelating agents and mixtures thereof aiiaeh—" 
^"tsandthe^ofmematerTai^ <^ed or rest^Ts^^Z 

» f^*thatmebenefitofthese^^^ 

Ulned^^ N _ ^ 

heren and mixtures therein. vrm m ** h metal, ammoruum. and substituted ammonium salts 

[0199] Armno phosphonates are also suitable for ,«» * , ■ 

at least tow levels of total phosphorus are oJrZ^ I ^ agents in *e compositions of the invention ^ 

bv weinhTnV^!* 6 pfetefab, y. rf utifiied. the chelatina aoerT^. 15% ** 01 fabric 

oy weight of such composrbons. cnwaung agents will comprise from about 0.1% to about 30% 



q) Crystal growth inh^^ 
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■od. such as ethylene dphosohorar ~j xeTeraw * a C '"C 4 dphosphonic aod. nxxe rxef erataiv » r 
or.compiexes with a suitable counter cation p^T!^ TOy ^ " * a ^ ^ or in the fcxm of on- ^ ^. 
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[0212] The composrtKDns and process** h~~- 
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type of enzyme will further provide a color care benefit to the treated fabric; Cellulases usable herein include both bac- 
terial and fungal types, preferably having a pH optimum between 5 and 9.5. U.S. 4,435,307 discloses suitable fungal 
cellulases from Humicota insolens or Humicola strain DSM1800 or a ceilulase 212-producing fungus belonging to the 
genus Aeromonas. and ceilulase extracted from the hepatopancreas of a marine mollusK Dolabella Auricula Solander. 
Suitable cellulases are also disclosed in GB-A-2.075.028; GB-A-2.095275 and DE-OS-2.247.832. CAREZYME® and 
CELLUZYME® (Novo) are especially useful. Other suitable cellulases are also disclosed in WO 91/1 7243 to Novo. WO 
96/34092. WO 96/34945 and EP-A-0, 739.982. In practical terms tor current commercial preparations, typical amounts 
are up to 5 mg by weight more typically 0.01 mg to 3 mg, of active enzyme per gram of the detergent composition. 
Stated otherwise, the compositions herein will typically comprise from 0.001% to 5%. preferably 0.01%-1% by weight 
of a commercial enzyme preparation. In the particular cases where activity of the enzyme preparation can be defined 
otherwise such as with cellulases. corresponding activity units are preferred (e.g. CEVU or ceilulase Equivalent Viscos- 
ity Units). For instance, the compositions of the present invention can contain ceilulase enzymes at a level equivalent 
to an activity from 0.5 to 1000 CEVU/gram of composition. Ceilulase enzyme preparations used for the purpose of for- 
mulating the compositions of this invention typically have an activity comprised between 1 ,000 and 10.000 CEVU/gram 
in liquid form, around 1 .000 CEVU/gram in solid form. 

(K) liqwO ramy 

[021 3] Another optional, but preferred, ingredient is a liquid carrier. The liquid carrier employed in the instant conpo- 
sitions is preferably at least primarily water due to its low cost relative availability, safety, and environmental conpati- 
bilrty. The level of water in the liquid carrier is preferably at least 50%, most preferably at least 60%. by weight of the 
carrier. Mixtures of water and low molecular weight e.g.. <200. organic solvent, ag.. lower alcohols such as ethanol. 
propanol. isopropanol or butanol are useful as the carrier liquid. Low molecular weight alcohols include monohydric, 
dihydric (glycol, etc.) trihydric (glycerol, etc.). and higher polyhydric (polyds) alcohols. 

fU Other Optional Ingredients 

(021 4] The present invention can include optional components conventionally used in textile treatment compositions, 
for example: colorants; preservatives; surfactants: anti-shrinkage agents; fabric crisping agents; spotting agents; ger- 
micides; fungicides; anti-oxidants such as butytated hydroxy toluene, anti-corrosion agents, enzyme stabilisers, mate- 
rials effective for nhixtmg the transfer of dyes from one fabric to another during the cleaning process (i.e.. dye transfer 
inhibiting agents), hydrotropes, processing aids, dyes or pigments, and the tike. 

[0215] The present invention can also indude other compatible ingredients, including those as disclosed in 
W09&Q2625. W096/21714. and VV096/21715. 

Method of use 

[0216] Also provided herein ts a method for proving a delayed release ot an active ketone or aldehyde which com- 
prises the step of contacting the surtace to be treated with a compound or composition of the invention, and thereafter 
subjecting the treated sutace with a material, preferably an aqueous mediun like moisture or any other means suscep- 
tible of releasing the perfume from the amine reaction product. 

10217] By "surface*, ft is meant any surface onto which the compound can deposit. Typical examples of such material 
are fabrics, hard sufaces such as (fehware. floors, bathrooms, toilet kitchen and other surfaces in need of a delayed 
release of an active ketone or aldehyde such as that with litter like animal litter. Preferably, the surface is a fabric. 
[0218] By -delayed release" is meant release of the active component (e g perfume) over a longer period of time than 
by the use of the active (e g . perfune) itself. 

Abbreviations used in the following invention composition Examples 

[021 9] In the composition examples, the abbreviated component identifications have the following meanings: 



DEQA : Di^tanowy(-oary-*to1) dimethyl ammoroun chiorir** 

D TDM AC : Drtaiow dmethytanvricnrjm chloride 

DEQA (2) : Di^soft tallowyloxyethyl) hydroxyethyl methyl ammonium methytsulfata 

DTDMAMS : Drtalow dimethyl ammonium methytstifate. 

SDASA : 1 2 ratio of stearytdimethyl aminelriple-pressed stearic acid. 

Fatty aod : Stearic acid of IV«0 

Electrolyte : Calcium chloride 



PEG 

Neodol 45-13 
Cellulase 

Silicone arrtifoam 
PEI 
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Polyethylene Glycol 4000 

: 1 . 1 -hydroxyethane c^hosphonic acid 
10220, ^«^-.^«^ rtc< ^^.^ BfteliMnlto; 



HEDP 
w ARP1 

ARP2 

ARP3 




sirred under nrtrogen atmosphere arS prXeTfr^LTl^f^ !? funnel - ^ '««*on aiture Z 

removed The ye* of imine farmaticn J ^ ** *" ^theXn ^ 
[0222] Similar resufts were obtained whor* t^o^ ^„ „ 

geonai. or trans-2-nonena.. *«ian*;?L^^ "~ by bour- 

by 4-arrmo benaic acid. ™ W * obtaned whefe elhyl-4-aminobenzoale was replaced 

Protected from Kg*. ^3.to4CE£^ 

[especlrvely The soUd imine was oW^^ * e »«* by f arti^aSn 

[0224] Srrtlar results were obtained where the 2 dJiZLi, _^ 

'oneilal. trans-2-nonenal. or decanal 2,4<Smet^. 3 -c^exenO<artx)xalder V de was replaced by at- 



M-Svntnesis nf I un.^ ^ P , mt| , 1wnB 



10225] The p-amno ketone from Upasoi Qioo « , ^ 

v y 006 01 tr **e three drfferent procedures descrbed as tol- 

1 Commefoafly available Lunaso* Gion *~~4 
^««*^evar~ato,c^;^^ 
v azeotropcally dstiHed at the to^t^KXinto^ll ' " M contoni "8 about 4.5 g of hUQ was 

a. 60 ^ P A as water ^iSS^S^S^J^ ^IT «« *icc£d£ 

*«* ^e was then used in the prepare of p^^o^^ ^ ^ 8 ,6 ^^ then 5 %. This 

1 38 o of the dried Lupasol O100 was d^soiJ-TV-T 
"etc s^rrer during a few minutes bete* •> c 'u^l^lf^ ^ ^ed gently with a mao- 

221 -0 a-r^one wac added a pt^^rS^ * <~ «5S 

a Celite fUter (vide supra). P.r* me re^^£ Z^Il^^L** 8 r6aCtX>n - ^ was filtrated *I 

was obtained ThJs was concentrated JZZZZZ?™ ?" About 1 so ml. of 

alight foarr.ina ffltratp 

at room temperat^e «»ut 3.5 of . coiortess cTwaTc^ ^ «^tor anddned over P ? Q 5 

in an desiccator 

2 4.3 o Lupasd Gi00 solution was r«i*v*.* v ^ 

over a i .5 minutes penod. After two 
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days reaction at room temperature the reaction mixture was filtrated over Celite (vide supra) and the residue 
washed thoroughly with ethanol. The ffltrate (200 mi., light foaming) was concentrated at the evaporator and dried 
in an desiccator (P 2 0 5 as drying agent) at room temperature. About 6.0 g of a colorless oil was obtained. 

3. To about 3.0 g of Lupasol G100 solution (used as such) was added 2.41 g a-Damascone. The mixture was 
stirred without using solvent. After stirring tor 4 days the obtained oil was dissolved in 100 ml. THF, dried with 
MgS0 4 . f fltrated and the filtrate concentrated at the rotating evaporator. After drying in the exsccator (P 2 0 5 ) at 
room temperature, about 4. 1 g of a colorless oil was obtained. This oil still contained about 13 % (w/w) of THF, even 
after a prolonged drying (3 days). 

[0226] The product obtained from the three procedures had identical NMR-spectra. 

[0227] The p-amino ketone from Lupasol P and a-Damascone was prepared using the procedure described as fol- 
lows: 

[0228] About 1 8g Lupasol P solution (50 % HjO, 50 % Lupasol Mw. 750000, as obtained from BASF) was dissolved 
in 7 ml ethanol. the solution was stirred for a few minutes with a magnetic stirrer before 1.44 g a-Dcvnascone was 
added. After three days the reaction mixture was filtrated over a celite filter (vide supra) and the residue washed thor- 
oughly with ethanol. After concentrating of the f atrate and drying of the obtained oil n the desiccator {P 2 0^ at room 
temperature, about 3 g of the reaction product between Lupasol and a-Damascone was obtained. 
[0229] In the following formulation examples all levels are quoted as % by weight of the composition unless otherwise 
stated, and incorporation of the amine reaction product go called herein after "ARP" in the fully formulated composition 
is carried out by dry addition (d). encapsulation in starch (es) as described in GB-1, 464.616 or cyctodextrin (ec) or as 
is in the composition as defined herein before The term in bracket for the ARP in the formulation exarrples refers to the 
means of incorporation. When none is provided, the incorporation is made as it is. 

[0230] The following fabric softening compositor* are in accordance with the present invention 
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[0231 ] The following rinse added fabric softener composition was prepared according to the present invention : 
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[0232J The blowing fabnc softener coaposibons 



were prepared according to the present invention 
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[0233J The fo«o*uig fryer added tabrk: corxttioner 
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compositor* were prepared according to the present 



invention 
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Claims 

1. A product of reaction between a primary amine compound and an active component selected from ketone, alde- 
hyde, and mixtures thereof, characterised in that said amine compound has an Odor Inteisity Index of less than 
tftat of a 1 % solution of methytanthrariiate in dpropyfene glycol, a Dry Solace Odor Index of more than 5 ; and with 
the proviso that said amine compound is not an aninostyrene. 

2. A softening composition comprising a softening compound, a product of reaction between a primary amine com- 
pound and an active conrponent selected from ketone, aldehyde, and mixtures thereof, characterised in that said 
amne compound has an Odor Intensity Index of (ess than that of a 1 % solution of methytanthranilate in dipropylene 

grycol. 

3. A composition according to Claim 2. wheron said amine reaction product has a Dry Surface Odor Index of more 

tnan 5. 

4. ^ A compouid or composition according to any one of Claims 1 -3. wherein said amine compound has the following 

torrmia: 

«HNH2) n ; 

wherein B is a carrier material, and n is an index of value of at least 1. 

5. A compound or competition according to Claim 4. wherein said easier material is selected from inorganic or 
orgaiuc earners. prefe.-«bry is an organic cam> 

6. A compound or composition according to Claim 5. wherein the inorganic carrier is an amino functionated pory- 
cfcalkytsiJaxane. 

7. A compouid or composition according to Claim 5. wherem said amine having organic carrier material B is selected 
from amnoaryl derivatives, poryarrines. amino acids and derivatives, substituted amines and arrtdes. glucarrines. 
dendnmers. amino-substituted mono-, dh oligo-. pory -saccharides and/or mixtures thereof. 



EP0971025A1 



50 



55 
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9. A compound or composition accortfina to Claim 7 

pol/foxyfrnethyl-LS-ethanedi/OJ. ^^non^tn^^^^ 8 ' U bis ^noetrytoyc^eTe 
" "amines, and mixtures thereof. " ^ ^ 2 ^- 2 -lWaxymem-l.3vow*M, ; C12 Ster- 

10. A compound or composrton accordtng to Claim 7 wherein 

Preferably selected from tyrosine, tryptopr^ii^,^^ a "" ne c^Wxte are aminoaads and derivatives 
phenytelanine. 9^ne. seZSeTecSr n ^ 9 ' U,an,ine - as ^ ^«***«£5£ 

methvlate. tryptophane ethyla, e or pherje^ a ^^L^r^ ,ne ' ethytete » Phenyl estTgZ 

tophane. and mixture thereof ^ ""^ TO « Preferably selected from ^ine.T^ 

11- A compound or composition according to Claim 7 wh*,«n • 

amdes. preferably selected from npecrtam^ N J«TiT ^ COmpourxls are substituted amines and 

14. ^compound or composrbon accord^ to Claim 7 ^ 

Wed mono^cchandes in the actfaloV ^^T^^l^fT^ '* **** amno-subst- 
Med d-saccharides in the acetal or M tomoTlTctosrS^^' ^ fructose, arnnc-subrt- 

» r2£"^!f andAy ^'^ubsttuted pcf ^sSdeT a 2* MW **« amino-subsS 
mannan and/or dextran; and/br mixtures thereof saochan(, « «* cydodextnn. chrtosan. cellulose, starch, gueran. 

*5- A compound a composition accordmo to daim n 

selected from Am«o annate. O^^^H^Z^t nln> «*~U« ^ poly-sacchande is 

2.3-deo»y beta<yctoctextnn. 2.3^iar™o-2 3^v^i_Cl • 3 ^ 6 ° Xy ^^odextrin. 2 3<*arrtno- 

ZJ^JT**^ ^-^^^^S^:; fr^^ aloha^ydc^t 
dertrtn - ^ N Kt.6^MJxar ) «lamino>^deory beta . ' ^" (1 ^ exarie( ^no)-6-deoxy aloha cvd«. 

N fd,-(,., 2 ^ecaned,am I ne,, dextLT t^SS^ dextran ' N ^^^^^^ 
D^m.noouaran.^rr^^cx!^- fS^^^^^^^osyl^uaran. O-ethvlami^ 
^neJK^eoxy starch. 

oxy starch, and/or mixtures thereof, ^^^^^^eoxy starch. S.S^-^i.s^exaned.amne^taSe- 

1 6. A composition according to any one of Claim o « « 

ration «*> the futy-tormulated tomposition p, ° dUCt 01 reac6c " * Preformed before incorpo- 

^ composition according to any one of Ctaanc o ic 

»;^-~^..*--<^ ^^^^^ 
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a flavour ketone or aldehyde ingrecSent, a pharmaceutical ketone or aldehyde active, a biocontrol ketone or alde- 
hyde agent, a perfume ketone or aldehyde component, a refreshing cooling ketone or aldehyde agent and/or mix- 
tures thereof. 

1 9. A compound or composition according to Claim 18, wherein said active component is a perfume aldehyde, prefer- 
ably selected from 1 -decanal, benzaldehyde. fkxhydral, 2,4KJimethy<-3-cydohexerv1 -carbaxakjehyde; cts/trans- 
3.7-dimethyl-2.6K)ctadien-1-al; heliotropin; 2.4,6-trimethyl-3K^ck>hexene-lK»rtx>xaldehyde; 2,6-nonacfenal; 
alpha-n-amyl cinnamic aldehyde, aipha-n-hexyi cinnamic aldehyde. RT. Bucinal, lyral, cymal, methyl nonyl acetal- 
dehyde, hexanal. trans-2-hexenal. and mixture thereof. 

20. A compound or composition according to Claim 18. wherein said active component is a perfume ketone, preferably 
selected from Alpha Damascene. Delta Damascone, teo Damascene, Carvone, Gamma -M ethyl- lonone, Iso-E- 
Super. 2.4,4.7-Tetramethyl-oct-6-en-3-ohe. Benzyl Acetone. Beta Damascone. Damascenone. methyl dihydrojas- 
monate, methyl cedrytone, and mixtures thereof. 

21. A compound or composition according to Claim 18 herein said perfume has an Odor Detection Threshold lower 
than or equal to 1ppm, more preferably lower than or equal to 10ppb. 

22. A compound or compositions according to Claim 21 wherein said perfume is selected from undecylenic aldehyde, 
undecalactone gamma, heliotropin, dodecalactone gamma, p-anistc aldehyde, para hydroxy -phenyl-butanone. 
cymal. benzyl acetone, ionone alpha, p.t.bucmal, damascenone. ionone beta and methyl-nonyl ketone, and/or mix- 
tures thereof. 

23. A method of delivering residual fragrance to a surface which comprises the steps of contacting said surface with a 
product of reaction between a primary amine corrpound and an active component selected from ketone, aldehyde, 
and mixtures thereof or composition as defined in any one of Claims 1 -22. and thereafter contacting the treated sur- 
face with a material so that the perfume from the amine reaction product is released. 

24. A method according to Claim 23. wherein said material is water. 

25. Use of a compound as defined in any one of Claims 1-15 or 18-21 . tor the manufacture of a corrposition for deliv- 
ering residual fragrance on a surface on which it is applied. 

26. Use according to Claim 25. wherein said surface is a fabric. 
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